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SECTION I GENERAL INFORMATION

1.0 CONTACTS

EPA Facility ID No.: _MID 091 605 972

Facility Name: Detrex Chemical Industries, Inc.
Address: 12886 Eaton Avenue

Detroit, Michigan 48227

Laboratory Name: Detrex Chemical Industries, Inc.

Address of Laboratory: _ 12886 Eaton Avenue

Detroit, Michigan 48227
(313) 491-4550

Name, address, phone number, and project manager of auditing firm:
PRC Environmental Management, Inc.

EPA Region:

EPA Contact:
Telephone No.:

MDNR Contact:
Telephone No.:

Laboratory Contact
Phone Number:

Facility Name: ‘Detrex Chemical Industries, Inc.
Facility ID No.:____ MID 091 605 972
Reviewer:__{ . : Denald

Date Completed:___ 5 /5 7%

5

Sue Rodenbeck Brauer

(312) 353-6134

Jeanette Nocohel

(3132) 253 - 1408

. Urdves Gavtia_

(313 Yy Ugq/- 4550

1035 Dairy Ashford Rd. Suite 240

Houston, Texas 77079

Candace D. Friday, 713/589-6477

Names of inspectors: Ab/w/% NE Denadol — £ (26

[/
Candace Fr'day—~ PRC

Dates of inspection:

H-13-95




2.0 FACILITY STATUS (To be completed jointly with MDNR and U.S. EPA prior to inspection)

Does the owner/operator have the following:

Interim Status (Go to Section 2.1) Permit Status (Go to Section 2.3)
{0 Detection monitoring 0 Detection monitoring

00 Assessment monitoring ¥ Compliance monitoring

0 Corrective action (Section 3008h) B Corrective action

2.1 Past Action Taken at Facility (Interim Status)

Type Dates

e  Operation and maintenance

e Comprehensive groundwater monitoring evaluation ' /

\

e Case development inspection

\
¢ RCRA facility assessment Nk ﬂlﬁy Z

e  Compliance evaluation inspection N \57 GXAF /

e  Reviews of the laboratory (such as CWA, LAI, or CLP)

¢  Performance audit samples 2

Complete the following regarding the actions listed above:

¢ Does MDNR have copies of completed inspection reports and site studies?
O Yes 0O No

o  For each action listed above, summarize any deficiencies regarding the owner/operator’s sampling and analysis program, specifically, any deficiencies relating to
the owner/operator’s ability to generate high quality monitoring data.

Go To Section 2.2

I .
‘ .




2.2 Identify enforcement actions issued to the facility regarding to interim status violations ‘

Action Dates

e  Section 3008(a) complaint/order

e  Section 3013 order - - ) h})—) /

®  Section 3008(h) complaint/order NN \R\%) \ lf/(pr /

AN)
®  Section 7003 complaint/order \ M /

e Referral for litigation /

For each action listed above, state whether the enforcement action focused on the owner/operator’s sampling and analysis program. Summarize relevant requirements
imposéd on the owner/operator.

Go To Section II

I-3




2.3 Actions Taken at the Facility to Date (Permit Status)

Type Dates
e  Permit issuance JZAI\Q D, 1992
e  Operation and maintenance inspection 31bUV-w -"l’im (duéa/u

e  Comprehensive groundwater monitoring evaluation

e  Case development inspection

e Compliance evaluation inspection [ s bt vear.

¢ RCRA laboratory audit inspection

Complete the following regarding the actions listed above:
e  Does MDNR have a copy of the permit and copies of inspection reports completed after permit issuance?

IB/Yes 0O No

e  Summarize deficiencies identified after permit issuance regarding the ownet/operator’s sampling and analysis program
W MIT335/113 - Aud net Condiet Mmm m 13 w aftih,
wedle Moeubeol — watte wao Aualied 'oth —oti (Budtiol QM . Qubnons Arcititi. ).
Rﬁmmwwmm WWWLM,OMW
at Fuetiod OH)
_émﬂ;u = WW o a %ﬁw

Go To Section 2.4 .

.
‘ a *
’ ° ”




‘ !
.

2.4 Identify enforcement actions issued to the facility after the permit issuance date

Action Dates

¢ Section 3008(a) complaint/order e
e  Section 3008(h) complaint/order : Y. /

e Section 3013 or;ler p

¢  Section 7003 complaint/order \\\ hﬁ( -

Y V\ /
e  Referral for litigation 1 O‘)\

¢ Permit revocation /

For each action listed above, state whether the enforcement action focused on the owner/operator’s samplmg and analysis program. . Summarize relevant requirements
imposed on the owner/operator.

Go To Section II

I-5




SECTION II SAMPLING AND ANALYSIS PLAN

Determine if the owner/operator’s sampling and analysis plan includes the

following:

Facility Name: Detrex Chemical Industries, Inc.

Facility ID No.; MID 091 605 972
Reviewer:  PUX: 5 N MC Dol
Date Completed: S5-78-7%

Matches the most current plan used at the site and provides the date of the

Names an individual as the laboratory quality assurance manager and
specifies job requirements for the position?

|
|
t plan?
|

Includes a current summary of training, experience, and job description
required for each member of the laboratory staff?

Describes quality control paperwork flow and identifies those who are
authorized to approve data and results?

Identifies personnel responsible for corrective action procedures?

T-1 Sheae ifnu ase ret

Describes the laboratory’s system for developing or revising technical
procedures and identifies those who have authorization to do so?

Requires dating chemicals upon receipt and using them on a first-in, first-out
basis?

e

Specifies use of reagent-grade or high-purity chemicals to prepare standards?

Requires testing of chemicals used in analyses to ensure they contain no
contaminants that may interfere with analyses?

Requires labeling of all reagents and solutions to indicate identity,
concentration, storage requirements, preparer’s name, preparation date, and
expiration date?

Requires routine checking and recording of the conductivity of distilled and
demineralized water?

Specifies use of reagent-grade water, as required by the specific method?

Specifies use of distilled water, as required by the specific method?

Requires discontinuing the use of any reagents or solutions labeled with
expiration dates that have passed?




SECTION I SAMPLING AND ANALYSIS PLAN (continued)

Requires storage of samples and standards containing analytes of interest in
areas other than those where trace analysis is performed?

Requires storage of standards separately from sample extracts?

Specifies the use of analysis request sheets or work orders?

Includes and requires the use of written calibration procedures, analytical
procedures, computational procedures, quality control procedures, and
operating procedures?

Requires daily instrument calibration?

Specifies the use of standard curves and check samples for calibration
purposes?

NNANN

Specifies the use of logs to record all instrument and equipment checks?

Describes when an analytical system is "out of control” through internal
quality control samples?

Requires corrective procedures when an analytical system is "out of control"?

<

Specifies the use of Class A glassware?

Names a sample custodian in the laboratory?

Describes storage requirements for incoming samples?

Specifies the assignment of unique laboratory numbers to all incoming
samples?

Requires maintenance of proper temperatures for incoming samples?

Describes chain-of-custody procedures that the laboratory will use?

Specifies the use of a master schedule sheet or logbook of all samples being
analyzed, indexed by laboratory numbers, client, date of arrival, and analysis
to be performed?

Specifies maximum holding times for samples?

T -

v’

v

v

v’ Qualit s0Mmraret—

Vv T2 Q»LL W—M%

Y ,ofw OC sanptov e
W/)j:»bgiﬂt"v .6'“'6 hser 3

v' !070 O’Y’m‘fu‘h’da'vb’

Requires the daily temperature recordings in cold storage areas?

Specifies the use of matrix spikes (one per analytical batch per matrix, or one

per every 20 samples, whichever is more frequent)?

-2




SECTION II SAMPLING AND ANALYSIS PLAN (continued)

! . Reoulremeaty

Requires the use of laboratory duplicates (one per analytical batch per matrix,
or one per every 20 samples, whichever is more frequent)?

Requires the use of blanks (oile per analytical batch per matrix, or one per
every 20 samples, whichever is more frequent)?

Requires the use of field duplicates (one per analytical batch, or one per
every 20 samples, whichever is more frequent)?

Requires the use of check samples (one per analytical batch, or one per every
20 samples, whichever is more frequent)?

Requires the use of surrogates for volatile and semivolatile organics and
pesticides (added to every blank, standard, sample, and quality control
sample)?

Requires the use of column check samples (absorbent chromatography and
back-extractions of organic compounds with one per batch of absorbent)?

Requires the use of standard curves for analytical methods?

Requires gas chromatograph/mass spectrometer instrument performance check
(in which the initial five-point calibration is verified with a single-point
calibration once every 12 hours of instrument operation and, if the sensitivity
and linearity criteria are not met, a new five-point initial calibration must be
generated)? :

Requires owner/operator to have a system that independently examines and
validates raw data from the laboratory?

Requires owner/operator to have a system that examines and validates raw
data when a commercial laboratory is used?




SECTION I PERSONNEL

r

s

Review the laboratory’s personnel qualifications and organizational
structure.

Has the laboratory appointed a quality assurance manager who routinely
performs the following actions:

?

Ensures adherence to quality assurance requirements for sampling?

Ensures that all test and measuring equipment are properly calibrated?

Monitors logging in of samples?

Approves project plans, specific analyses, and final reports?

Maintains a copy of the master schedule sheet?

Maintains separate copies of all methods performed by the laboratory?

Maintains written and signed records of periodic inspections?

Maintains all quality assurance records in one location?

Are qualified individuals used to perform the required analyses?

Are qualified individuals authorized to approve data and results?

AN AN AN ANEAN AN AN AN ANE AN

Facility Name: 'Detrex Chemical Industries, Inc.
Facility ID No.: MID 091 605 972
Reviewer: Ld N. M D
Date Completed: 5 18~-9s
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SECTION IV PHYSICAL INSPECTION

1 Review relevant documents as detailed below, and if possible,
observe the use of these documents during receipt of a shipment.

Facility Name: Detrex Chemical Industries, Inc.
Facility ID No.: _ MID 091 6035 972
Reviewer: _( fardag }!N € :%m\al a_

Date Completed: = '5-1g-95

Is a copy of the SOP for receipt of shipments available to the receiver?

Is the SOP used consistently?

Are approved waste characterization reports or similar documents used
by receiver to identify the particular waste?

Are the necessary tools available to open containers to check the waste?

Are hazardous waste manifests and other shipping documents used as
the starting poimt for the receiving procedures?

Is the manifest immediately' reviewed to determine whether the
shipment is at its proper destination?

Is the shipment immediately compared to the manifest to determine if
there are any discrepancies?

Is there an immediate attempt to resolve discrepancies?

Is the manifest signed and dated, noting unresolved discrepancies, with
one copy given to the transporter?

Are the other copies of the signed manifest filed internally for proper
disposition?

Is the shipment identified against an approved waste characterization
report or similar document?

Is the entire shipment or portions of the shipment inspected?

Are the color and consistency of the waste checked and recorded?

During shipment inspection, are unusual odors of the waste recorded?




.
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SECTION IV PHYSICAL INSPECTION (continued)

I Are vapor screening techniques used to evaluate vapors?

Are the shipment and its description logged into the facility’s Q‘ ~\ At o c,{;w.fu_;&whca(_, S%Aﬁn\-
information management system? 1 (i

Are procedures in place to verify a shipment that does not meet the ﬁ/ 6 ,2,/3 D—pﬁ ,bO
|| standard description? AW% ? A AL Z:O ]

|| Are procedures in place to verify the proper sampling and testing of the \/ ‘Qﬁu‘t% mi 15 W MAQ,MM?J

waste?

v-2




SECTION V SAMPLING

| 1.0 DOCUMENTS Review relevant documents, as detailed below, and if
possible, observe the use of these documents during sampling.

Does the facility’s waste analysis plan specify which analyses will be
performed on which incoming wastes?

Does a written SOP (or similar document) translate these requirements
into specific methods for sampling?

Does the written SOP identify required apparatus, reagents, and
procedures?

Is the SOP available for use by the sampler?

Is the SOP used?

2.0 APPARATUS AND MATERIALS

Does the SOP specify sampling equipment for all types of incoming
shipments?

Is the equipment available?

Is the equipment properly decontaminated between shipments?

Does the SOP specify proper sample containers and preservatives?

Are the sample containers available and cleaned according to EPA
protocol?

Does the SOP specify labels?

Are the labels complete (including waste type, waste lot number,
sampler, sampling time and date, analyses to be performed, and,
preservatives, if any)?

A ENUAE NG EN ANE AN AN

Is adequate secured storage space available at the appropriate
temperature for the samples awaiting analysis?

Are sample preservatives used?

If so, are lhey readily available?

Facility Name:

Facility ID No.:
Reviewer:
Date Completed:

Detrex Chemical Industries, Inc.
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SECTION V SAMPLING (continued) ,

. Requirements

3.0

PROCEDURE - BULK SHIPMENTS

Are composite samples collected?

N

Is the sampling scheme random, systematic random, systematic, or not
specified? (Explain in Comments)

PROCEDURE - CONTAINERIZED SHIPMENTS

Does the facility specify how many containers in a shipment will be
sampled?

Are the containers selected randomly?

Are samples from multiple containers in a shipment composited?

Is the sample from a container collected by a method that is random,
systematic random, systematic, or not specified? (Expfain in Comments)

5.0

SAMPLING

Are adequate tools available to get to the sampling point (including
container handling equipment, barrel wrenches, and pipeline taps)?

Are adequate tools and equipment available for sampling (including
coliwasas, triers or thiefs, sampling bombs, and ladles)?

Are samples properly collected and composited?

Are sample containers filled and labeled as specified?

NANENIEN

Are samples properly logged into the facility's information management
system and securely stored until analysis?

-

Is the shipment properly stored until analyses have been completed and
an informed decision has been made?

If a shipment appears to be variable, are separate samples prepared and
analyzed? '

V-2




SECTION VI GENERAL LABORATORY SUPPLIES AND EQUIPMENT

Review the procedures for maintaining the laboratory’s supplies and
equipment.

Facility Name:
Facility ID No,:

Detrex Chemical Industries, Inc.
MID 091 605 972

Reviewer: (" w [N meD
Date Completed: 3-18-9s

. _'(Explaln all eg_z fve mponsos)

Are adequate laboratory facilities and instruments available to perform the
required analyses?

- %%Mq%mm

Is the solvent storage area properly vented and appropriate for the
prevention of possible laboratory contamination?

Huae ttems were net

Are analytical and sample storage areas isolated from all atmospheric
sources of solvent?

addauvd hecayae e 6%
MW was net avtdasleo -

Are chemicals dated upon receipt and used on a first-in, first-out basis?

Are reagent-grade or high-purity chemicals used to prepare standards?

Ow 23,120k Detsel

Are chemicals used in analyses tested to ensure that they contain no
contaminants that may interfere with the analyses?

Are all reagents and solutions labeled to indicate identity, concentration,
storage requirements, preparer’s name, preparation date, and expiration
date?

ms. He B Noausts GAL
el UL O asteride GO

Is a source of distilled or demineralized water available?

V-2 Dhe Azaprnat
ot dletitdiol Waky (oo pW

Is the conductivity of distilled or demineralized water routinely checked ;)f
and recorded?

. DF
Is reagent-grade water used for organic methods?

AT A L

Is distilled water used for inorganic methods?

»&o(,omiuu,a/ma

Are any of the reagents or solutions being used labeled with an expiration
date that has passed?

e A

To avoid contamination, are samples and standards containing the analytes
of interest stored or used in areas other than those where trace analysis is
performed?

“ Are standards stored separately from sample extracts? v’




|

Do chemical handling areas consist of either a stainless-steel bench or an
impervious material covered with absorbent materials?

Are contamination-free areas provided for trace level or organic analytical
work? )

Are exhaust hoods provided to allow contamination-free work with volatile
materials (that is, venting for preparation, extraction, and analysis)?

Is an adequate supply of routinely needed in-house replacement parts
available to ensure that analytical equipment is not inoperable during a
critical period?

Is a service record logbook maintained for each analytical instrument?

Are instruments properly vented and appropriate traps in place, as
required?

Are chemical waste disposal policies and procedures well-defined and
followed by the laboratory?

Is Class A glassware used or is it calibrated to ensure that the amount
marked on the glassware coincides with the amount delivered?

Is the glassware checked periodically to ensure that calibration is correct?

Is the glassware cleaned correctly after each use to ensure that there will
be no contamination with the next use?

Is the analytical balance located away from drafty areas and areas subject
to rapid temperature changes?

| T O O O D

Has a certified technician calibrated and checked the balance within 1
year?

U AN ANEN AN




SECTION VII SAMPLE RECEIPT AND STORAGE

it Review sample handling procedures at the laboratory.

Facility Name: Detrex Chemical Industries, Inc.

Facility ID No.: _MID 09] 605 972
Reviewer: L ne
Date Completed:

Is a sample custodian appointed to fog incoming samples?

Is a written SOP available that describes sampling requirements (such as, type
of sampling container, preservation technique, and storage container) for each
analysis?

|
|
|
|
|
|

If no custodian is appointed, are the individuals logging in samples aware of
the sampling requirements for each analysis?

Does the custodian know the process for storing incoming samples?

Is a sample label affixed to each container?

AN

Do sample labels contain information sufficient to identify the sample and
ensure that it is has been sampled in the correct manner (including facility
name, station number, date sampled, time sampled, type of analysis requested,
preservation used, and signature of sampler)?

Are samples collected in the type of container specified for each analysis?

Are samples preserved as required and cooled to 4°C?

NANEN

Do samples shipped to the laboratory arrive at the correct temperature to
ensure that the sample has remained in a preserved state?

Are water samples for volatile analyses checked for air bubbles?

Are trip blanks, field blanks, and field duplicates used as required?

If so, are they identified as such?

If used, are spiked samples identified?

Is a chain-of-custody form filled out and kept on file?

Is the information on the sample tag and chain-of-custody form verified and
matched?

Are unique laboratory numbers assigned to all incoming samples (including
quality contro} samples)?

SSS




SECTION V. SAMPLE RECEIPT AND STORAGE (continued)

Does the laboratory maintain a master schedule sheet or logbook of all samples
being analyzed, indexed by laboratory number, client, date of arrival, and
analysis to be performed?

AN

Is the laboratory number written on the sample label, the master schedule
sheet, and any documents related to that sample?

Are completed sample analysis work orders available for each sample?

AN

Does each sample have a separate work order for each analysis or group of
analyses (that is, organic and inorganic) to be performed (to ensure that each
analyst who must perform an analysis on that sample will have a work order)?

After all analyses have been completed, are all work orders attached to all
appropriate summary sheets for each analyses? '

Are all samples analyzed within required holding times? 4
Are samples maintained at the correct temperature until the time of analysis? v’
Are adequate facilities provided for storage of incoming samples, including \/

cold storage?

Are volatile samples stored separately from nonvolatile or semivolatile
samples?

Is the temperature of the cold storage recorded daily in a logbook?

Are temperature outside of control limits noted, and are appropriate actions
taken when required?

If reused, are sample containers cleaned properly?

Are the possession and handling of samples traceable from the time and date of
collection to the time and date of analysis and reporting?

Demonstrate by tracing three samples available in the laboratory. Summarize
by completing Form VII-1 (see page VII-3).

Vii-2




SECTION VII SAMPLE RECEIPT AND STORAGE (continued)

e

FIGURE VII-1
Sampling Tracing Form

| Use this form to demonstrate the traceability of samples from sample collection to reporting.
| Sample A should be from the oldest waste stream and should be traceable from inception of waste handling; Samples B and C should be samples from most recent 3 years. |

| If an external Iabomory is used, trace one sample to the external laboratory and back, and review the external laboratory data.

e —eeeee—————————— ey

| sample Number Ittt ool

| Facility Name BAR Laddllae | Detred Detrnf

| Facility Address

‘ Ood ot DeralK j)t*u}:’r;

| Mz MT ML
Sample Location A WaATw S Jgff‘vmv# a2
Sampler Name # 2 v RF’;" A leoin
Date Sampled 3- 2095 5-1-98 3-28-95
Time Sampled - -
Recipient t Laboratory (indicate if externa) | - fyune | 5- 2-95 Clagtpr,
Date Received 3- 30-95 S RTTwh [y gs
Laboratory Number 1035 GL |95- 144 7 A Doé) Py

u Analyses Requested %"%;w %«fgj& ,U:")Miai ,;rss,
Storage Procedures —_ _— —
Date of Analysis e 5-9-95 4-17-9S
Analysts ID [ Ao d ES
Methods Used 50‘)4 w W‘CJ ,So"' 335'.8, #3' I) N'; M’h/

200.73

Date Results Reported

3- »\-95

5945

4-11-4<

2 j
A Hbs \

A tie Mm -'4 "3
ot Mmatch raw Fadbor

data. . %‘D?L%
a

ptielo o
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Facility Name: Detrex Chemical Industries, Inc,

SECTION VIII QUALITY CONTROL PROGRAM Facility ID No.: MID 091 605 972 .
Reviewer: C A1 do 5 N. M CDrnal A

Date Completed: 518~ 95

1.0 GENERAL QUALITY CONTROL

Indicate the estimated daily sample throughput for the laboratory. > 10-20 Aan\Pﬂm/ '—zgw d-a,(ﬁ

Is one matrix spike used for every analytical batch or every 20 samples, f 2
whichever is most frequent? -

Are matrix spike accuracies analyzed to establish that the analytical P
measurement system is functioning properly with the desired sensitivity?

Are precision results of sample replicates measured for each method to v
indicate reproducibility among individual measurements of the same property

under similar conditions? | ‘V‘E‘ -1 (Em,:b aé cj\a,d:s o net (,(,M.d-’

for all operating parameters?

. ) L
Are these precision and accuracy results organized in the form of quality @ A\ WF&M Cont

control charts?

“ Are the precision and accuracy results used to determine the control limits v | : [ ' ;‘ ¢ M et

Are quality control charts or tabulation of mean and standard deviation (or
the equivalent) used to document the validity of data on an as-run basis?

Are matrix spike results compared to control charts on an as-run basis to w
determine whether the analysis is "in control"? v

Is one check sample used per analytical batch or every 20 samples, ﬁ‘ 3
whichever is more frequent?

Is one laboratory method blank used per analytical batch or every 20
samples, whichever is more frequent, to ensure that there are no
contaminants that may interfere with the analysis?

Is one field duplicate used per analytical batch or every 20 samples,
whichever is more frequent?

Are laboratory duplicates prepared and analyzed per analytical batch or
every 20 samples, whichever is more frequent (not including reinjection or N\ /
reanalysis of same set of standards or samples)?




SECTION VIII QUALITY CONTROL PROGRAM (continued)

| ———

2.0 ORGANIC QUALITY CONTROL

Is the analytical system calibrated each day in accordance with the
requirements of the method?

Are the calibration standards analyzed and compared to control charts on an
as-run basis to determine whether the run is "in control"?

Is a surrogate spike added to every blank, standard, sample, and quality
assurance sample?

o -2

Are column checks sample blanks used for each batch of absorbent?

Are field blanks, transport blanks, and laboratory blanks used, as needed, to
ensure that the water contains no contaminants that may interfere with
analysis?

Are laboratory method blanks extracted and analyzed with the same
procedures used to extract and analyze samples?

INORGANIC QUALITY CONTROL

Is the precision of the system demonstrated by the analysis of replicate
laboratory control standards each time the analytical system undergoes a
major modification or prolonged period of inactivity?

&7

To prepare a standard calibration curve, are a minimum of three calibration
standards covering the concentration range of the samples analyzed?

Of these standards analyzed, is at least one at or below the required
quantitation limit?

For each day an analysis is performed, is the standard calibration curve
verified by using at least one laboratory method blank and one standard
curve?

Is the daily check within plus or minus 10 percent of the original curve?

Are laboratory method blanks used as required?

Is the standard calibration curve verified by running one additional standard,
within the range of the standard curve, every 20 samples?

Is this check within 10 percent of the original curve?




SECTION IX DATA HANDLING AND REPORTING

Facility Name: * Detrex Chemical Industries, Inc.
Facility ID No.: MID 091 605 972

Reviewer: _ Q. Faida, /AN . NMLDINALA_
Date Completed: VU z,18-95

Review procedures for data handling, reporting, and recordkeeping.

Are computerized and manual checks applied at various appropriate levels of
the measurement process to ensure data validation?

Are the data validation criteria documented (including limits on operational
parameters, calibration data, special checks, statistical tests, and manual
checks)?

Does the laboratory have procedures for data handling and reporting,
including the recording of data on standard forms and in laboratory
notebooks?

If so, is this reporting format described with example forms provided?

Are sample calculations available for inspection?

Are bound notebooks used for all laboratory activities?

NSEN PN S

Do notebooks, logbooks, and runlogs have the following pertinent data:

~Z Title - describing the activity being recorded

- Instrumentation - if appropriate, give type and ID number (for example
GC #3)

- Date of preparation or analysis

- Initials of preparer or analyst

- For preparation notebooks or logbooks - details of activity, such as
sample measurements, reagents and quantities, and procedure times, if
applicable

- For instruments runlogs - run sequences, identity of each sample and
analyte

- Units of measurements

- Calculations, if applicable

- Peer or supervisory review signature and date X’

Are notebooks reviewed by a peer or supervisor (as indicated by a signature
and date)?

Are raw data archived and documented properly?

Are records readily available for review?

Are records maintained for at least 3 years?

s
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SECTION X COMPATIBILITY TEST

METHOD - Detrex SOP

Facility Name: Detrex Chemical Industries, Inc.
Facility ID No.: M!?‘ 091 605 972
Reviewer: () Firdacy - M € Dnald_

Date Completed: T g9

| SUMMARY: This test should evaluate wastes for compatibifity with process
| conditions, other wastes, and construction materials.

\
USAGE: le types for which this method is used.
“ -bound waste Process control Out-bound waste

\__/
1.0 DOCUMENTS Review relevant SOPs and aboratory documents as follows:

Does the facility have an SOP for the compatibility test?

! Is the SOP available at the analyst’s work station?

S

Are bound notebooks used to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a superyisor?

Are copies of notebook pages included in the final data package?

WUNIN

2.0 APPARATUS AND MATERIALS. Is the following apparatus available and
in good working order?

Sampling container

<

| 3.0 PROCEDURE

Is a representative sample aliquot placed in the sampling container?

|
|
| Is an aliquot of storage tank contents added to the sampling container?
|

Are reactions observed for 2 minutes and noted (for example, generation of
heat, vapors, bubbles, or precipitate, or a change of color)?

i If the sample reacts, is the shipment rejected?

| 4.0 QUALITY CONTROL

X -2 f;xu'a:ttw;.aﬂ-o)uum e
“anetlyga udkirtay

If a sample result differs from the expected results, does the facility resample

|
\ and reanalyze?

ANEEANE N ANAY

loz_a,m%-agd_ 0s O COALELUAL
aetlon .

Does the laboratory perform duphcate mlyses on selected umples?

[ty ———————— e ————e—




SECTION IX DATA HANDLING AND REPORTING

Review procedures for data handling, reporting, and recordkeeping.

Facility Name: *‘Detrex Chemical Industries, Inc.
Facility ID No.: MID 091 605972 _~
Reviewer: e

Date Completed: e

the measurement process to ensure data validation?

Are computerized and manual checks applied at various appropriate levels of

checks)?

Are the data validation criteria documented (including limits on operational
parameters, calibration data, special checks, statistical tests, and manual

Does the laboratory have procedures for data handling and reporting,
including the recording of data on standard forms and in laboratory
notebooks?

If so, is this reporting format described with example forms provided?

Are sample calculations available for inspection?

/

Are bound notebooks used for all laboratory activities? /

Are notebooks reviewed by a peer or supervisor (as indicated by a signature
and date)?

Are raw data archived and documented properly?

Are records readily available for,uﬂe/w?

Are records maintained forat least 3 years?




SECTION XI CORROSIVITY/pH

METHOD 9040 - pH Electrometric Measurement for Liquid Samples

Facility Name: Detrex Chemical Industries, Inc.
Facility ID No.: MID 091 605 972

Reviewer: __ (" Fida, ? 77“ WED ornakdl
Date Completed: S5-18-ax

SUMMARY: These methods are used to determine the characteristic of
corrosivity (pH less than or equal to 2, or greater than or equal to 12.5). It may
aiso be used o determine compatibility when a waste is mixed with aqueous
reagents used in treatment or disposal.

USAGE: Cizreleth le types for which this method is used.
-bound waste ; Process control Out-bound waste

-1 No S0P @Hwapa»a_;lalib

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

MWW.

Does the facility have an SOP for pH determination? X~ 1
Is the SOP available at the analyst’s work station? v’
Are bound notebooks used to record pertinent data? X - |

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

§

:

;
:

Are copies of notebook pages included in the finaf data package?

2.0 APPARATUS AND MATERIALS Are the following apparatus and materials
available and in good working order?

Glass-electrode pH meter with the following?
- Automatic temperature compensation

- Glass-electrode plus reference electrode

- Combination electrode

- Low-sodium-error electrode

Béakers -50 ml \/

Magnetic stirring bar and motor

3e REAGENTS All ﬁems must be reagent-grade or better.

Aré ﬁe following reagents available?

|

\/ UMJ ~ a}(}i‘d{wl
v ~N- phoccdunsey/ |
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- lon-free water for cleaning electrodes

- Standard pH buffers \/ 1 4




SECTION XI CORROSIVITY/pH (continued)

Are standard buffers prepared from NIST salts or 6urEd commercially ;

(circle one)?

Do standard buffers include at least two buffers that are 3 or more pH units
apart?

I 4.0 PrOCEDURE

Is the pH meter calibrated as instructed by the manufacturer?

Does the calibration include at least two standard buffers, that bracket the
expected range and are at least 3 pH units apart?

Is the apparatus properly set up for measurements with the following:
- Electrodes fully submerged

- Adequate clearance for stirring bar with no cavitation

- Drifi-free readings

Are temperatures of buffer solutions determined?

If temperatures differ by more than 2°C, is compensation applied?

Are electrodes rinsed and wiped after each use?

i

If wastes are oily or contain particulate matter, are electrodes thoroughly
cleaned between samples?

Are sample measurements repeated on different aliquots until they differ by
less than 0.1 pH unit?

Is the calibration checked at the end of a series of sample analyses?

Is the pH meter stored with electrodes wetted?

5.0

QUALITY CONTROL

If a sample result differs from expected results, does the laboratory resample
and reanalyze?

Does the laboratory perform duplicate analyses on selected samples?

i

Does the laboratory have procedures in place to reevaluate the acceptability of
a waste that does not agree with its presumed properties?




SECTION XII REACTIVITY Facility Name: Detrex Chemical Industries, Inc.

Facility ID No.: D 091 605 972
SW-846 Section 7.3 - REACTIVE CYANIDE AND SULFIDE PREPARATION Reviewer: _Cfudow | N mCDmaldl
Date Completed: 5-1¢-95

I aqueous acid. The evolved gases are collected in the scrubber solution and v
i Methods 9010 and 9030 checklists for the analyses.
l

USAGE: Circle the sample types for which this method is used.
In-bound waste Process control Out-bound waste

| SUMMARY: This method is used to determine reactivity by measuring the s |

i amount of hydrocyanic acid and hydrogen sulfide evolved upon contact with an QLL M Lalr does Nt |
analyzed for cyanide by Method 9010 and for sulfide by Method 9030, See

|

1.0 DOCUMENTS Review relevant SOPs and {aboratory documents as follows:

Does the facility have an SOP for reactivity preparation?

Is the SOP available at the analyst’s work station?

|
\
|
Are bound notebooks used to record pertinent data? {
Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor? |

Are copies of notebook pages included in the final data package? i

: 2.0 APPARATUS AND MATERIALS Are the following items available for both
‘ cyanide and sulfide preparation:

Round-bottom flask with three necks and ground glass joints

1
J
Gas scrubber - 50-ml calibrated scrubber \‘
{
\

Stirring apparatus capable of generating 30 rpm

Funnel with pressure-cqualizing tube . ‘

Flexible tubing

Water- or oil-pumped nitrogen gas

Rotometer for monitoring nitrogen gas flow rate




SECTION XII REACTIVITY (continued)

- . .. Requirements

| 3.0 REAGENTS All items must be reagent-grade or better.

II Are the following reagents available for the evolution of hydrogen cyanide?
“ Reagent water - interferant-free water
" Sulfuric acid (H,S0,) - 0.01 N

Cyanide reference solution - 1000 mg/L

Sodium hydroxide solution (NaOH) - 1.25 N

Sodium hydroxide solution (NaOH) - 0.25 N

Silver nitrate solution - 0.0192 N

Are the following reagents available for the evolution of hydrogen sulfide?

Reagent water - interferant-free water

Sulfuric acid (H,SO4) - 0.01 N

Sulfide reference solution - 570 mg/L hydrogen sulfide

Sodium hydroxide solution (NaOH) - 1.25 N

Sodium hydroxide solution (NaOH) - 0.25 N

Have reagents been analyzed for impurities? -

4.0 PROCEDURE The procedure is identical for both the evolution of hydrogen
cyanide (HCN) and hydrogen sulfide (H,S), except the final scrubber solution
is analyzed for HCN by Method 9010 and for H,S by Method 9030.

Are 50 ml of 0.25N NaOH added to the calibrated scrubber with reagent water
to fill the scrubber bottle?

“ Is the system closed?

Is the flow of nitrogen started and maintained at 60 mi/min?

Are 10 g of waste added to the flask?

Is the H,SO, solution added to the flask to bring the level to half full?

" Is the 30-minute clock started upon adding the H,SOy4 solution?

Xm-2




SECTION XII REACTIVITY (continued)

Are the flask contents stirred for the duration of the test?

Is the nitrogen flow slopped after 30 minutes?

Is the scrubber liquor collected and analyzed for cyanide by Method 9010 and
sulfide by Method 9030?

Is amount of releasable HCN and H,S and rate of release for each caiculated
by the following equations?

R = Rate of release (mg/kg/sec) = X*]
W*Ss
Total releasable HCN or H,S (mg/kg) = R *S
where:
X = Concentration of HCN or H,S in scrubber solution (mg/L) from
Methods 9010 and 9030, respectively
L = Volume of solution in scrubber (L)
W = Weight of waste used (kg)
S = Elapsed time of reaction (sec); S = time N, stopped minus time

Nz started :

5.0 QUALITY CONTROL

Are samples prepared within the 14-day holding time?

For each analytical batch of 20 samples or less, are the following quality
control samples digested in addition to the field samples?

- Method blank - reagent water distilied with all reagents

Check standard - distilled with all reagents

Duplicate sample - separate aliquot of sample

Matrix spike - separate aliquot of sample spiked with known concentrations
of cyanide and sulfide




’ .

SECTION XIII CYANIDE Facility Name: Detrex Chemical Industrial, Inc.
Facility ID No.: MID 091 605 972

METHOD 9010 - TOTAL CYANIDE ' Reviewer: \  MCDmal dl
Date Completed: -1¢-9s

SUMMARY: This method is used to determine the concentration of inorganic
cyanide (CN") in aqueous samples. This method is used to quantify the
concentration of cyanide from the reactivity test.

USAGE: Circle the sample types for which this method is used.
In-bound waste Process control Out-bound waste

| 1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

I Does the facility have an SOP for cyanide analysis?

Is the SOP available at the analyst’s work station?

Are bound notebooks used to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

Are copies of notebook pages included in the final data package?

[ 2.0 APPARATUS AND MATERIALS Are the following items available:

Reactive cyanide apparatus (Section XII)

Spectrophotometer suitable for measurement at 578 nm with a 1.0-cm cell

Hot plate stirrer and heating mantle

pH meter

Amber light

Vacuum source

ﬂ Refrigerator

II 5-ml microburette

II Class A volumetric flasks - 100 and 250 ml

II Erlenmeyer flasks - 500 ml

XI1I-1




SECTION XHI1 CYANIDE (continued)

3 0 REAGENTS All items must be reagent-grade or better:

Are the following reagents available for spectrophotometric determination:

- Sodium hydroxide solution (NaOH) - 0.25N

- Sodium phosphate monobasic (NaH,PO, - H,0) - IM

- Chloramine-T solution (C;H,CINNaQ,S) - 0.44 percent

- Pyridine-barbituric acid reagent, CsHsN * CH,N,0,

F
|

- Stock potassium cyanide (KCN) solution - I ml = 1000 microgram (ug)
CN- (standardized with silver nitrate)

- Intermediate standard potassium cyanide solution - 1 ml = 100 ug CN-

- Working standard potassium cyanide solution - 1 ml = 10 ug CN-

Have the reagents been analyzed for impurities?

determination of total cyanide. The waste should be prepared using the
reactivity preparation procedure (Section XII).

Are 50 ml of the scrubber solution from the reactivity preparation procedure
added to a 100-ml volumetric flask?

Are 15 ml of IM sodium phosphate solution added and mixed?

Are 2 ml of chloramine-T solution added and mixed?

|4l PROCEDURE The procedure addresses only the manual spectrophotometric

Is the Kl-starch paper used to assure an excess of chlorine?

Are aliquots of chloramine-T solution added to produce an excess of chlorine?

Are 5 mi of pyridine-barbituric acid solution added and mixed?

Is reagent water mixed with the sample solution to dilute it to 100 ml?

Is the sample allowed to stand for 8 minutes for color development?

Is the absorbance read at 578 nm in a 1-cm cell within 15 minutes?

-sulfides present?

Are separate calibration standards prepared for samples with and without

\4




SECTION XIIl CYANIDE (continued)

Are working calibration standards made over a concentration range of 0 to
800 pg/L CN7?

When sulfide is not present in the samples, are at least the high and low
standards distilled and analyzed?

When sulfide is present in the samples, are all standards distilled in the same
manner as the samples?

Is absorbance plotted versus concentration to establish the cafibration curve?

Is the cyanide read off the instrument in mg/L?

Is the result used to calculate reactive cyanide according to Section XI

5.0 QUALITY CONTROL

Are samples prepared within the 14-day holding time?

Are wastes distilled by using the reactive cyanide procedure (see Section XII)?

For each analytical batch of 20 samples or fewer, are the following quality
control samples digested in addition to the field samples?

- Method blank - reagent water distilled with all reagents

- Check standard - distilled with all reagents

Duplicate sample - separate aliquot of sample

Matrrix spike - separate aliquot of sample spiked at 40 pg/L. CN-

XHI-3

|




SECTION XIV SULFIDE

METHOD 9030 - TOTAL SULFIDE

| . Requirements
5 SUMMARY: This method is used to determine the concentration of hydrogen
i sulfide (H,S) in aqueous samples and to quantify the concentration of suifide from

the reactivity test.

Facility Name: _Detrex Chemical Industrial, Inc.

Facility ID No.: MID 091 605 972
Reviewer: __ (' Fuda [ N.wmé Dmalol

Date Completed: V 5-18-9<

\

|

| USAGE: Circle the sample types for which this method is used.

\ In-bound waste Process control Out-bound waste

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

Does the facility have an SOP for sulfide analysis?

Is the SOP available at the analyst’s work station?

Are bound notebooks used to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

Are copies of notebook pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following items available:

Reactive suifide apparatus (see Section XII)

pH meter

5-ml microburette

Class A volumetric flasks - 100 and 250 m!

Erlenmeyer flasks - 500 ml

3.0 REAGENTS All items must be reagent-grade or better.

Are the following reagents available?

- Iodine solution - 0.025N solution standardized against phenylarsine oxide or
sodium thiosulfate

- Sodium sulfide nonanhydrate (Na,S ® 9H,0) - prepared at suitable
concentrations for calibration standards




SECTION XIV SULFIDE (continued)

- Titrant - Either 0.025N phenylarsine oxide or 0.025N sodium thiosulfate

- Hydrochloric acid (HCI) - 6 N

Have the reagents been analyzed for impurities?

4.0 PROCEDURE The procedure addresses only the titrimetric determination of

total sulfide. The waste should be prepared using the reactivity preparation
procedure (see Section XII).

Is a known amount of standardized iodine solution added to a 500-ml flask, in
excess of that needed to oxidize the sulfide, and then brought up to 100 ml
with reagent water?

Is the scrubber solution brought to a pH of 2 with 6N HCI?

Is the scrubber solution gravimetrically transferred to the 500-m! flask
containing the iodine?

Is the solution in the flask titrated until the amber color is changed to yellow?

Is starch indicator added to produce a blue color?

Is the solution titrated until the blue disappears?

Is the volume of titrant used recorded?

Is the concentration of sulfide calculated by the following equation?

Sulfide (mg/L) = __(A *B) - [(C * D) * (32.06 g/2 eq)]
E

where:

A = Amount of iodine solution added (ml)
B = Normality of iodine solution

C = Amount of titrant used (ml)

D = Normality of titrant

E = Volume of scrubber solution

QUALITY CONTROL

Are samples prepared within the 14-day holding time?

Are wastes distilled by using the reactive sulfide procedure (see Section XII)?




SECTION XIV SULFIDE (continued)

For each analytical batch of 20 samples or fewer, are the following quality
control samples distilled and analyzed in addition to the field samples?

- Method blank - reagent water distilled with all reagents

- Check standard - distilled with all reagents

- Duplicate sample - separate aliquot of sample

“ - Matrix spike - separate aliquot of sample spiked




SECTION XV FLAMMABILITY SCREENING

METHOD - ASTM D4982-89 FLAMMABILITY POTENTIAL SCREENING
ANALYSIS OF WASTES

l SUMMARY: This method is a qualitative determination of the flammability of _

slurries, sludges, and solids for treatment and disposal

Facility Name: Detrex Chemical Industries, Inc.

Facility ID No.: MID 091 605 972 ,
Reviewer: . M EDmal

Date Completed: 5-18-9s

USAGE: Circle the sample types for which this method is used.

In-bound waste Process control Out-bound waste

1.0 DOCUMENTS. Review the relevant SOPs and laboratory documents as

follows:

Does the facility have an SOP for the flammability test?

- | *

Is the SOP complete?

V&

Is the SOP available at the analyst’s work station?

Is the SOP followed?

Are bound notebooks use to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

Are copies of notebook pages included in final data package?

NANAYEANAYAN

2.0 APPARATUS AND MATERIALS. Are the following apparatus available

and in good working order:

Sample dish - aluminum

Gas burner and lighter

Flint lighter

Disposable 250-ml plastic beakers

Metal vessel capable of containing a 250-ml disposable plastic beaker

Watchglass

Large pyrex beakers

Heat-resistant gloves

XV-1







SECTION XV FLAMMABILITY SCREENING (continued)

3.0 PROCEDURE. The procedures are divided into two sections (1) Method A
tests the flammability of the waste when exposed to heat and flame;
(2) Method B tests the flammability of the waste when exposed to a spark
source.

3.1 Method A - Test Sample Exposed to Heat and Flame

Is the procedure performed in a drafi-free area?

Are approximately 5 grams of sample placed in an aluminum sample dish?

AVAN

Is the flame of the gas burner held immediately above the sample for 2 to 3
seconds?

|| Is the sample observed for flashing or burning?

Are the observations recorded?

Are positively reacting samples further investigated by other methods?

SN

|| 3.2 Method B - Test Sample Exposed to Spark Source

Is the beaker and sample placed into the steel vessel, covered with a
watchglass, and allowed to stand for 5 minutes?

Is the ambient temperature recorded?

II Are approximately 100 grams of sample added to a plastic disposable beaker?

Is the watchglass removed and the igniter sparked above the waste?

Is the combustion condition observed and recorded?

4.0 QUALITY CONTROL

If a sample result differs from expected results, does the facility resample and
reanalyze?

Does the laboratory perform duplicate analyses on selected samples?

W3 ohis protune § Hu Tt
ro N&t pu{-f\mi-d




SECTION XVI IGNITABILITY Facility Name: Detrex Chemical Industries, Inc.

Facility No: _ yiD 091 @% 972
METHOD 1010 - PENSKY-MARTENS CLOSED-CUP METHOD Reviewer: M . MeDpralal
Date Completed: = i-95

| SUMMARY: This method is used to determine the characteristic of ignitability
| (for liquids with a flashpoint less than 140°F); the method may be used to
{ characterize waste for treatment or disposal.

!

| USAGE: Ci mple types for which this method is used.
l -bound Process control Out-bound waste

| 1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

| Does the facility have an SOP for Mehod 10107 -\ ¥ -
| Is the SOP available at the analyst’s work station? W ' v

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

NAIA

Are copies of notebook pages included in the final data package?

2.0 APPARATUS AND MATERIALS

|
|
\
l
|
| Does the laboratory have the appropriate apparatus in good working order? V¥ 'ﬁj -1 J n ,\Lﬂ—fmf.u_ K a W W |
|
|
|
\
\
|
1.\
l
|

\
|
|
|
i
|
Are bound notebooks used to record pertinent data? f’ | Xﬂ -1 DW WW we Aara 1(
\
|
|
|
\
\
|
|

Is proper maimenancF performed r_egularly, including insl_)ection, cleaning, / X v FDbl’.UJ“fv MWW A
leak tests, and checking and changing of heat-transfer fluid? 01,13 oA abio I U&A&OL, A A4 0O
(Ilslet:\':otl::en;meter NIST centified or checked against an NIST certified \/ ¥ / W (AL Wi@ :):’L‘A :
3.0 REAGENTS Al items must be reagent-grade or beter. m wbtuz d ts A

Is a suitable calibration fluid available? \] X ‘@ -1 Sn?/u._

| 4.0 PROCEDURE . MAf .
Is the testing apparatus cleaned before each sample analysis? v X
Is the testing apparatus checked regularly with a calibration fluid? \/'*

|1 e empersurs rie comoted witinspctedrmesr ) vE | V|
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SECTION XVI IGNITABILITY (continued)

Does the laboratory use the two-run method, that is, does it determine
approximate flashpoint with a rapid temperature rise and well spaced test

flames, then obtain definitive results with a new sample aliquot and slow rise \/
in the critical temperature range?

Is the testing apparatus cleaned after use? \/ *

5.0 QUALITY CONTROL

If a sample result differs from expected results, does the facility resample and
reanalyze? \/
Does the laboratory perform duplicate analyses on selected samples? f/;l*
Does the laboratory have procedures in place to reevaluate the acceptability of /
a waste that does not agree with its presumed properties?
|| Does the laboratory analyze the calibration fluid regularly? v *
XVI-2




SECTION XVII EPTOX

METHOD 1310 - EXTRACTION PROCEDURE TOXICITY TEST

SUMMARY: This method determines whether a waste exhibits the characteristic of
toxicity as measured by the extraction procedure (EPTOX). The method simulates the
conditions and amount of leaching a waste may undergo if it is disposed of in a

| sanitary landfill.

Facility Name: Detrex Chemical Industries, Inc.

Facility ID No.: __ MID 091 605 972
Reviewer: __ 4+ [N
Date Completed: 5-\¢-9%

| USAGE: Circle the sample types for which this method is used.
In-bound waste Process control Out-bound waste

———

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

Does the facility have an SOP for the EPTOX method?

Is the SOP available at the analyst’s work station?

" Are bound notebooks used to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

- Are copies of notebook pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following items available in good
repair and clean?

Agitation apparatus

Extraction vessels

Filter holder capable of supporting a 0.45-um filter membrane

Filter membrane, 0.45 pm

Prefilters

Pressure or vacuum filtration device (circle one)

pH meter accurate to 0.5 unit

Laboratory balance accurate to 0.01 g




SECTION XVII EPTOX (continued)

3.0 REAGENTS All items must be reagent-grade or better.

Are the following reagents available:

- Reagent water (with purity verified by analysis for target constituents)

- Acetic acid, 0.5 N

" - pH buffers at pH 4, 7, and 10

“ Have the reagents been analyzed for impurities?

f

4.0 PROCEDURE This section is divided into three subsections: preextraction
phase separation when free liquid is present, EP when solids are less than
0.5 percent, and EP when solids are greater than 0.5 percent.

4.1 Preextraction Phase Separation

If the waste does not contain any free liquid, does the laboratory define the waste
as 100 percent solid and omit the preextraction phase separation?

Does the laboratory weigh the filter membrane and prefilter and record their
weights before assembly?

|r Are the filter membrane and prefilters assembled in ascending order of pore size?

Does the facility weigh at least one 100-g sample aliquot?

Is the liquid filirate stored in a refrigerated unit until the time of analysis?

Are oily wastes filtered?

oils), is the liquid carried through the EP extraction as a solid?

|| If the liquid portion of the sample will not pass through the filter (as with heavy
" Are the filter and residue weighed to 0.01g without drying?

“ 4.2 Extraction Procedure With Less Than 0.5 Percent Solids

For samples appearing to be less than 0.5 percent solid, is the percent solid
determined precisely?

II Are the filter and residue dried at 80°C to a constant weight?




SECTION XVII EPTOX (continued)

If the solid constitutes less than 0.5 percent, are the filter and residue discarded
with the filtered liquid used as the extract?

Is the filtered liquid extract stored in a refrigerator before analysis?

If the solid constitutes greater than 0.5 percent, are the filter and residue
discarded, and is another aliquot taken for extraction?

4.3 Extraction Procedure With Greater Than 0.5 Percent Solids

When the percent solids is greater than 0.5 percent, is the net weight of the solid
phase (as determined in Section 4.1) used to calculate the amount of water added
to the extraction vessel?

Is the amount of water used to charge the extraction vessel equal to 16 times the
sample residue weight?

Is the pH measured and recorded after agitation has begun?

If the pH is greater than 5.2, is 0.5N acetic acid solution added to bring the pH to

5.0?

Is the total amount of acetic acid added fess than or equal to 4 mi/g of solid?

If necessary, is the pH checked and adjusted at regular intervals for the first 6
hours of agitation?

Is the vessel agitated for 24 hours?

Is the final pH measured afier 24 hours?

If the final pH is not below 5.2, and the maximum amount of acetic acid has not
been added, is the pH adjusted to 5.0 and extraction continued for an additional
4 hours?

During the additional 4-hour extraction, is the pH measured and recorded at
1-hour intervals?

|
|

At the end of the required extraction time, is water added to the extractor so that

the final aqueous portion is equal to 20 times the weight of the solid material used

to charge the extractor?




SECTION XVII EPTOX (continued)

. Requiremen

Is the filtration stopped when air passes through the membrane or the pressure is /
75 pounds per square inch (psi)?

Are liquids from the initial phase separation and EP extraction combined to form \
the final EP extract?

Is the concentration of contaminants for multiphasic extracts determined by using
a simple weighted average?

Is the EP extract preserved and stored for proper analysis?

ll 5.0 QUALITY CONTROL

For each analytical batch of 20 samples or fewer, is one blank sample prepared in \V
addition to the field samples? -

XVII-4




SECTION XvIII TCLP Facility Name: Detrex Chemical Industries, Inc,

Facility ID No.: MID 09 5 97
METHOD 1311 - TOXICITY CHARACTERISTIC LEACHING PROCEDURE Reviewer: / . CDmal il
Date Completed: v S—ig-9s”

.
1 SUMMARY: The TCLP uses synthetic landfill leachate to extract a waste. For
} liquid waste, filtered waste is the extract; for biphasic wastes, liquids and solids are
separated and handled distinctly. The analysis of the extract is covered in other
checklists.

USAGE: Circle the sample types for which this method is used.
In-bound waste Process control Out-bound waste

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

+ Does the facility have an SOP for TCLP Mecthod 13117

Is the SOP available at the analyst’s work station?

Are bound notebooks used to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

Are copies of notebook pages included in the final data package?

| 2.0 APPARATUS AND MATERIALS Are the following items available in good
repair and clean?

Agitation apparatus (end-over-end at 30 + 2 rotations per minute)

Zero-headspace extraction vessel (ZHE) for use with volatile constituents (the
vessel has a volume of 500 to 600 ml, a 90- to 100-mm filter, and a pressure
gauge available to check for piston tightness and leaks).

Bottle extraction vessel for use with nonvolatile constituents

Filter holder for use with nonvolatile constituents

Filters with pore sizes of 0.6 to 0.8 um

pH meter accurate to 0.05 unit

ZHE exiract collection devices (such as Tedlar bags, glass syringes, or similar
items) and fluid transfer device (such as peristaltic pumps, syringes, or similar
devices)




SECTION XVIII TCLP (continued)

-

Laboratory balance accurate to 0.01 g

500-ml beaker or Erlenme);er flask with watchglass to cover

Magnetic stirrer

3.0

REAGENTS All items must be reagent-grade or better.

Are the following reagents available?

- Reagent water - interferant-free water

- Nitric acid, HNO; - IN

- Hydrochloric acid, HCI - IN

- Sodium hydroxide, NaOH - IN

- Glacial acetic acid

- Extraction fluid No. 1, sodium acetate buffer (pH 4.93 + 0.05)

- Extraction fluid No. 2, dilute acetic acid (pH 2.88 + 0.05)

Have the reagents been analyzed for impurities?

4.0 PROCEDURE This section is divided into three subsections: (1) preliminary

procedures that are always used, (2) extraction procedures with no volatiles

4.1

present, and (3) extraction procedures with volatiles present.

Preliminary Evaluation - Determination of Percent Solids

If no liquid was found in the liquid release test, does the laboratory define the
waste as 100 percent solids and omit the determination of percent solids?

Does the facility preweigh the filter and the receiving vessel for the filtrate
before assembling the apparatus?

Does the facility weigh a 100-g aliquot of sample?

If the waste is biphasic, is the liquid portion filtered first (centrifugation may
be used to speed up settling, but quantitative transfer is essential)?

After the sample is added to the filtration device (ZHE device for samples with
volatile constituents), is vacuum or pressure slowly increased (at 2-minute
intervals) until flow stops or pressure reaches 30 psi?




Does the facility define percent solids as _weight of soil on filter x 100?
total sample weight

If liquids are trapped in the filter, does the facility dry the filter before
weighing it?

Does the facility have procedures in place to process samples further, as
follows?

® If less than 0.5 percent solids, proceed to nonvolatile or volatile version
of the extraction

®  Otherwise, the facility must determine whether particle size reduction is
needed

Does the facility use the criterion of 3.1 (CM2/g) to determine whether
particle size reduction is needed (particles smaller than 3.1 CM2/g will
pass through a 9.5 mm or 0.375-inch sieve)?

Does the facility determine the appropriate extraction fluid based on one of the
following:

® If solids are less than 0.5 percent, no extraction is performed.
o  For volatile constituents, only extraction fluid No. 1 is used.

®  Otherwise, 5.0 g of finely divided sample (1 mm in diameter or less) is
mixed with 96.5 m! of reagent water for 5 minutes. If the pH is less than
5.0, extraction fluid No. 1 is used. If the pH is greater than 5.0, 3.5 ml
IN HCI is added and heated to 50°C for 10 minutes. If the second
extraction has a pH less than 5.0, extraction fluid No. 1 is used. If the
pH is equal to or greater than 5.0, extraction fluid No. 2 is used.

4.2

Extraction With No Volatile Constituents

Does the SOP include procedures for carrying out preparation steps, (including
separating solids from liquids and reducing particle size) for a sample of at
least 100 g when needed?

Does the laboratory add the solid part of the sample and the proper amount of
extraction fluid to the extraction vessel (20 mi/g)?

Is the sample extracted under rotary agitation for 18 £ 2 hour at 22 + 3°C?

Xv3




SECTION XVIII TCLP (continued)

Does the facility filter the sample through a new glass fiber filter and reserve
the filtrate for analysis?

Is the filtrate pH checked and recorded?

Is the aliquot of the filtrate intended for metals analyses acidified with HNO,
to below a pH of 2 (If acidification causes precipitation, is preservation
omitted and analyses performed as soon as possible)?

|| 4.3 Extraction With Volatile Constituents

Does the facility preweigh the filtrate collection container?

Is the ZHE device properly assembled?

ii

Is the appropriate amount of sample placed in the ZHE device? If less than
0.5 percent solids, does the laboratory use 500 g; otherwise, does the facility
determine the weight in grams according to the following equation:

weight = 25 x 100
percent solids

Is particle size reduction performed when necessary in a manner that
minimizes loss by volatilization?

Is the ZHE device lightly pressurized to eliminate all headspace?

Is the pressure then slowly increased to remove the liquid phase?

Is the liquid phase analyzed immediately or properly stored until analysis?

Is the proper amount of extraction fluid No. 1 added to the ZHE according to
the following equation?

Amount of fluid = __ 20 x weight of solids in ZHE _ (grams)
100

Is the vessel leak tested to ensure that it is lightly pressurized and then
properly assembled in the agitation apparatus and run for 18 + 2 hours at
23 +°C?

After the run, is the ZHE vessel pressure checked for consistency with the
initial pressure?

If leaks are detected, is the extraction restarted on a new sample aliquot?

XVvi-4
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SECTION XVIII TCLP (continued)

DR = RN ki a0 R 5 B
Is the filtrate separated from the solid phase and prepared for analysis

immediately?

| 5.0

QUALITY CONTROL

Are holding times monitored by analysts?

Does the facility have adequate means for handling difficult
multiphasic or viscous liquids)?

samples (such as

Are extracts preserved and stored consistently with the appropriate analytical

method?




. . . .

SECTION XIX SPECIFIC GRAVITY Facility Name: Detrex Chemical Industries, Inc.
Facility ID No.: MID 091 605 972

METHOD - Detrex SOP Reviewer: , (b
Date Completed: o R-95

SUMMARY: This method measures the specific gravity of a sample by using
hydrometers; the method is used to estimate the solvent content of the sample.

USAGE: _cCi ple types for which this method is used.
\ln-boundwasle Process control Out-bound waste
e e

.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

1
IL Does the facility have an SOP for the specific gravity determination?

»

Is the SOP available at the analyst’s work station?

|| Are bound notebooks used to record pertinent data?

Are notebooks signed and dated by analysts?

Are notebooks reviewed and signed by a supervisor?

Are copies of notebook pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following apparatus available and
in good working order? :

“ Hydrometers, with the glass graduated in appropriate units
1]

Hydrometer jar

Thermometers

3.0 PROCEDURE

. Is the temperature of the hydrometer cylinder brought to about the same
temperature as the sample to be tested?

Is the hydrometer lowered into the sample so that the stem is not wet above
the level it will be immersed in the liquid?

Is the sample continuously stirred with the thermometer?

|| Is the temperature recorded to the nearest 0.25°C?

“\\\\\ NS

Is the hydrometer depressed about two scale divisions into the liquid, then
released?

XIX-1




SECTION XIX SPECIFIC GRAVITY (continued)

Afier the hydrometer has come to a rest, is the scale read to the nearest
0.01 specific gravity unit and recorded?

Is the solvent percent calculated from the Solvent-Oil Mixture vs. Gravity
Chart in the SOP?

§ 4.0 QUALITY CONTROL

Is this procedure performed in a drafi-free area?

If a sample result differs from expected results, does the facility resample and
reanalyze?

Does the laboratory perform duplicate analyses on selected samples?




SECTION XX SPENT SOLVENT EXTRACTION Facility Name: Detrex éhemical Industries, Inc.
.o~ . Facility ID No.: MID 091 605 972
METHOD - Detrex SOP @5{7’\’“’? Distitlat LW\) Reviewer: __ (" fHuday ? N v CDnal A
Date Completed: 5-1-94¢

SUMMARY: This is an organic extraction method used to prepare spent solvent
oil samples to determine volatile solvent content. The sample is distilled and the
total nonvolatile percentage is calculated.

USAGE: Ci e sample types for which this method is used.
-bound waste Process control Out-bound waste

“ 1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

lL Does the facility have an SOP for solvent extraction?

NS

|| Is the SOP available at the analyst’s work station?

X -

Are analysis runlogs used to record pertinent data? X

Are runlogs signed and dated by analysts? v’

N

Are runlogs reviewed and signed by a supervisor?

Are copies of runlog pages included in the final data package? v

2.0 APPARATUS AND MATERIALS Are the following items available in
good repair and clean?

II - Rotary vacuum evaporator with heating bath

- 250-ml flat-bottom ﬂasks

Analytical balance capable of measuring to 0.005 g

ANANANA

" - Vacuum apparatus consisting of a water aspirator

3.0 PROCEDURE

Is a 30-g aliquot of sample measured into a tared flat-bottom flask?

II Is the precise weight recorded?

Is the flask attached to the ratary vacuum evaporator and lowered into a 90°C
water bath?

SEN NS

Is the sample allowed to distill until condensate ceases to be produced?

ﬂ




SECTION XX SPENT SOLVENT EXTRACTION (continued)

[ e g —————— —_— T

\

{ Is the residue in the flask weighed and recorded?

Is the percent of nonvolatile residue calculated with the following equation: |

XNV = (R/S)*100 / ‘
| where:
l %NV = Percent nonvolatile residue ‘
\ R = Mass of residue after roto-evaporation i
\ S = Mass of spent solvent before roto-evaporation \
|
|

4.0 QUALITY CONTROL

|
\
If a sample result differs from expected results, does the facility resample and \/ \

|
|
‘»‘ reanalyze? !
1 Does the laboratory perform duplicate analyses on selected samples? Y’Q* |
S _________ =é== —= == e —  — ——  —— —— ——— _————



SECTION & SOLVENT CONTENT

METHOD - Detrex SOP

SUMMARY: This GC method is used to measure solvent content by direct
injection; detection is accomplished with a flame jonization detector (FID).

Facility Name:
Facility ID No.:
Reviewer:

Date Completed:

USAGE:€i ple types for which this method is used.
- In-bound waste Process control Out-bound waste
A

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

Does the facility have an SOP for determining solvent content by GC?

Is the SOP available at the analyst’s work station?

<US

Are analysis runlogs used to record pertinent data?

Are runlogs signed and dated by analysts?

A

Are runlogs reviewed and signed by a supervisor?

| Are copies of runlog pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following items available in good
repair and clean:

lr Gas chromatograph

|| Flame ionization detector

Chromatography columns

II Data systems

Syringes, 5 mL

Microsyringes, 10, 25, and 100 uL

Class A volumetric flasks with ground glass stopper: 10, 50, 100, 500, and
1,000 mL

| Analytical balance sensitive to 0.1 mg

NESNANMNEINANL
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SECTION XXI SOLVENT CONTENT (continued)

§ 3.0 REAGENTS All items must be reagent-grade or better.

Are the following reagents available:

- Reagent water, organic-free

9L -

X

Chlorobenzene solvent

Stock standards for halogenated and nonhalogenated solvents, purchased as
pure chemicals and prepared according to appropriate SOPs

N

At least twice calibration standards, including one near the required
quantitation limit, prepared from secondary dilution standards

Are fresh standards prepared as follows:

- Every 2 months for gases and reactive compounds

- Every 6 months for all others

- As needed, if check standards imply a problem

Have the reagents been analyzed for impurities?

‘\ 4.0 PROCEDURES

Are high-concentration liquids directly injected (10 uL or similar amount for
detection limits of 10,000 pg/L or higher)?

Are samples screened (by Method 3810, automated headspace sampler, or
Method 3820, hexadecane extraction)?

Are samples and standard solutions allowed to warm to ambient temperatures
before analysis?

Is the sample properly dituted, if required?

Are the following GC conditions or their demonstrated equivalents used?

- Helium, 180 psi

- Initial temperature, 35°C for 6 min

- Raise 4°C per min to 90°C

sttt ettenetevm e e et e e ——————tte——

thplain all pegative responses)



SECTION XXI SOLVENT CONTENT (continued)

- Raise 10°C per min to 180°C

- Hold at 180°C for 1 min

and for samples?

|r Does the laboratory use the same column introduction technique for calibration
I Does the laboratory use three standards covering the expected working range?.

NI AYAN

Are the correction factors (CF) and response factors (RF) properly calculated
as follows:

Note: External Standards, CF Peak Area

percent component

Internal Standards, RF = A, Cy

Ay C,
where:
Ay = Area of calibration standard
A, = Area of internal standard
C, = Concentration of calibration standard
Ciiy = Concentration of internal standard

Is the relative standard deviation (RSD) of the CF or RF calculated?

If RSD exceeds 20 percent, does the laboratory assume nonlinearity and make
proper corrections? '

Does the laboratory determine retention time windows as three times the
standard deviation of the absolute retention times of three standards injected
over a 72-hour period?

Does each day’s run begin with a reagent blank and a midconcentration
standard?

If percent difference of RF or CF differs more than 15 percent from the initial
calibration, does the laboratory begin corrective action (such as inspection of -
systems, maintenance as needed, and new initial calibration if required)?

=S e

Does the laboratory establish daily retention windows with the midpoint
determined from continuing calibration and width from initial calibration?

XXI1-3
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SECTION XXI SOLVENT CONTENT (continued)

Is an additional continuing calibration run after every 10 samples and at the
end of the day?

Does the laboratory have procedures for dilutions when a result exceeds the
calibration range? _

Does the laboratory use periodic laboratory control samples, quality check
samples, performance evaluation samples, or similar results?

Does the laboratory use at least one matrix spike per analytical batch?

Does the laboratory use at least one matrix duplicate or matrix spike duplicate
per analytical batch?

NAANEIN

Is the following formula used to calculate solvent concentrations:

Concentration (% wt/vo) = (A, /CF) xD

where:
Al = Analyte response (peak area)
CF = Calibration factor
D = Dilution factor

N

Does the laboratory check calculations, whether they are performed manually
or automatically by computer?

Are undetected results adjusted properly for dilutions?

5.0 QUALITY CONTROL

Are sampleés analyzed within the 14-day holding time?

Does the laboratory have procedures to start corrective actions when quality
control measures (such as matrix spikes, duplicates, laboratory control
standards, and surrogates) are out of limits?

Is the analysis report produced, checked, and forwarded to the appropriate
person before action is taken on the waste?

NS NI S




' Detrex Chemical Industries lr,

. Facility Name:
Facility ID No.: MID 091 605 972

SECTION Qn HALOGENATED SOLVENTS

METHOD 8010 - HALOGENATED VOLATILE ORGANICS ANALYSIS Reviewer: e

Date Completed: V '5-1895

SUMMARY: This GC method is used for halogenated organics analysis and uses

either direct injection or a purge-and-trap device (Method 5030). Detection is \/ %/‘) WO‘L l < mt

accomplished with an electrolytic conductivity detector.
USAGE: Circle the sample types for which this method is used. ' P,Q,L,‘-»ka_d» W‘
In-bound waste Process control Out-bound waste \ AT |
1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows: \ W%
Does the facility have an SOP for Method 8010? \
Is the SOP available at the analyst’s work station? \

Are analysis runlogs used to record pertinent data?

" Are runlogs signed and dated by analysts?

Are runjogs reviewed and signed by a supervisor?

Are copies of runlog pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following items available in good
repair and clean?

- Gas chromatograph with electrolytic conductivity detector

~ Purge-and-trap device

~ Chromatography columns

~ Data systems

~ Syringes, 5 ml

- Microsyringes, 10, 25, and 100 gL

- Class A volumetric flasks with ground glass stopper: 10, 50, 100, 500,
and 1,000 ml

Analytical balance sensitive to 0.1 mg

e ee——————————————————— e e emesommm
e ee——— s
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SECTION XXII HALOGENATED SOLVENTS (continued)

=
ents (Explain all négative responses)

| 3.0 REAGENTS All items must be reagent-grade or better.

Are the following reagents available:

- Reagent water, organic-free

|
I
| - Methanol (pesticide quality)
|

- Stock standards purchased as pure chemicals and prepatred in methanol in
accordance with appropriate SOPs

\ - Stock standards purchased as certified solutions

- Secondary dilution standards

- At least five calibration standards, including one near the required
quantitation limit, prepared from secondary dilution standards

- Internal standards (if used for calibration)

- Surrogate standards (bromochloromethane, bromochlorobenzene, and
bromofluorobenzene are recommended). .

Are the standards prepared freshly as follows:

- Every 6 months for all others

- As needed, if check standards imply a problem

Have the reagents been analyzed for impurities?

4.0 PROCEDURES Procedures consist of sample introduction, GC conditions,
analytical run, and calculations. Most procedures are standard GC from
Method 8000.

4.1 Sample Introduction

In all methods, are surrogate standards and internal standards (if used) added
and mixed before introduction?

|
\
|
l
- Every 2 months for gases and reactive compounds ‘
|
|
\
|
|
|
|

Are high-concentration liquids directly injected (10 gL or similar amount for
detection limits of 10,000 ug/L or higher)? \/




SECTION XXII HALOGENATED SOLVENTS (continued)

Are samples screened (by Method 3810, automated headspace sampler, and by
Method 3820, hexadecane extraction)?

Are samples and standard solutions allowed to warm to ambient temperatures
before analysis?

Is the purge-and-trap device assembled correctly? Note that absorbents consist
of one-third 2,6-diphenylene oxide (at inlets); one-third silica gel; and one-
third charcoal; with optional 1.0 cm of methyl silicone-coated packing at the
inlet.

Is the sample properly diluted, if required?

Are high-concentration solids extracted with methanol (that is, a methanol
aliquot is added to water and treated as a water sample)?

Are low-concentration solids mixed with water in the device?

4.2 GC Conditions Are the following conditions or their demonstrated

equivalents used?

Purge-and-trap device (if used):

- Nitrogen or helium at 40 mL/min to purge

- 11.0 £ 0.1 min at ambient purging

- Desorb 4 min at 180°C

- 20 to 60 mL/min backflush inert gas flow

Gas Chromatography - Column 1:

- Helium flow, 40 mL/min

- Initial temperature, 45°C for 3 min

- Raise 8°C per min to 220°C

- Hold at 220°C for 15 min

Gas Chromatography - Column 2:

- Helium flow, 40 mL/min

L - Initial temperature, 50°C for 3 min

Jl




SECTION XXII HALOGENATED SOLVENTS (continued)

- Raise 6°C per min to 170°C

- Hold at 170°C for 4 min

| 4.3 Analytical Run

Does the laboratory use the same column introduction technique for calibration
and for samples?

Does the laboratory use at least five standards covering the expected working
range?

Does each calibration standard include the surrogates and (if used) internal
standards used for samples?

Are the correction factors (CF) and response factors (RF) properly calculated
as follows:

Note: External Standards, CF Peak Area
nanogram injected

Internal Standards, RF = A, C,
A, C,

Area of calibration standard

Area of internal standard
Concentration of calibration standard
Concentration of internal standard

mnnn

Is the relative standard deviation (RSD) of the CF or RF caiculated?

If RSD exceeds 20 percent, does the laboratory assume nonlinearity and make
proper cotrections?

Does the laboratory determine retention time windows as three times the
standard deviation of the absolute retention times of three standards injected
over a 72-hour period?




SECTION XXII HALOGENATED SOLVENTS (continued)

iivé responses)

If percent difference of RF or CF differs more than 15 percent from the initial
calibration, does the laboratory begin corrective action (such as inspection of
systems, maintenance as needed, and new initial calibration if required)?

Does the laboratory establish daily retention windows with the midpoint
determined from continuing calibration and width from initial calibration?

Is an additional continuing calibration run after every 10 samples and at the
end of the day?

Does the laboratory have procedures for difutions when a result exceeds the
calibration range?

Does the laboratory use periodic laboratory control samples, quality check
samples, performance evaluation samples, or similar results?

Does the laboratory use at least one matrix spike per analytical batch?

Does the laboratory use at least one matrix duplicate or matrix spike duplicate
per analytical batch?

4.4 Calculations

Are the following formulas and calculations used for the analyses?

External Standards, Aqueous:

Concentration (ug/L) = A, AV, D
At v| vl

where:

Analyte response (area or height)

Amount of standard, nanograms (ng)

Volume of total extract, uL

Dilution factor

Standard response (units of A,)

Volume of extract injected, uL (for purge-and-trap,
Ve=Vi=l) .

Volume of sample, mL

POU<>>
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SECTION XXII HALOGENATED SOLVENTS (continued)

External Standards, Nonaqueous:

‘ Concentration (ug/kg) = AL AV, D
F ALV W,

| where:

Analyte response (area or height)

Amount of standard, nanograms (ng)

Volume of total extract, uL

Dilution factor

Standard response (units of A,)

‘ Volume of extract injected, pL (for purge-and-trap,
! V.=V;=1)

Weight of sample, g

<>0<>>
'NEEER

Z
n

Internal Standards, Aqueous:

’ Concentration (ug/L) = A, C,. D
‘ A/

Ay RFV,
; where:
‘\ A, = Analyte response (area or height)
C, =  Amount of internal standard, ng
D = Dilution factor
A, = Internal standard response (units of A,)
RF = Response factor
‘ V, = Volume of sample injected, uL

S . !
i all négiiive responses)




SECTION )8“ NONHALOGENATED SOLVENTS . Facility Name: *Detrex Chemical Industries ln’
Facility ID No.: MID 091 605 972

METHOD 8015 - NONHALOGENATED VOLATILE ORGANICS ANALYSIS Reviewer: _ (1 Fuuda, /N, W Domalol
Date Completed: U _5-18-95

SUMMARY: This GC method is used for nonhalogenated organics analysis and

uses either direct injection or a purge-and-trap device (Method 5030). Detection is \/ g ( . mw/o @( /( <

accomplished with a flame ionization detector (FID)

USAGE: Circle the sample types for which this method is used. \ F),MWLCL b’? \/_M‘
Out-bound waste

In-bound waste Process control

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows: leﬂ ﬂ&df

Does the facility have an SOP for Method 8015?

Is the SOP available at the analyst’s work station?

IL Are analysis runlogs used to record pertinent data?

Are runlogs signed and dated by analysts?

Are runlogs reviewed and signed by a supervisor?

Are copies of runlog pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following items available in
good repair and clean?

Gas chromatograph with FID

Purge-and-trap device

Chromatography columns

Data system

Syringes, 5 ml

Microsyringes, 10, 25, and 100 ul

Class A volumetric flasks with ground glass stopper: 10, 50, 100, 500,
and 1,000 ml

Analytical balance, sensitive to 0.1 mg
—_




SECTION XXII HALOGENATED SOLVENTS (continued)

& responses)

Internal Standards, Nonaqueous:

Concentration (ug/kg) = A, C, D

A, RF W,
where:
A, =  Analyte response (area or height)
C, =  Amount of internal standard, ng
D =  Dilution factor
Ay =  Internal standard response (units of A,)
RF = Response factor
W, = Weight of sample, g

(Optional) Conversion to Dry Weight:

Concentration, dry weight = Analytical Result (wet weight)
(percent solids)

Does the laboratory check calculations whether they are performed manually
or automatically by computer?

Are undetected results adjusted properly for dilutions?

5.0 QUALITY CONTROL

Does the laboratory have procedures for starting corrective actions when
quality control measures (such as matrix spikes, duplicates, laboratory control
standards, and surrogates) are out of limits?

Is the analysis report produced, checked, and forwarded to the appropriate
person before action is taken on the waste?




SECTION 81] NONHALOGENATED SOLVENTS (continued)

3.0 REAGENTS All items must be reagent-grade or better.

Are the following reagents available:

- Reagent water, organic-free

- Methanol (pesticide quality)

- Stock standards, purchased as pure chemicals and prepared in methanol by
appropriate SOP

- Stock standards, purchased as certified solutions

- Secondary dilution standards

- Calibration standards; at least five, including one near MDL, prepared from
secondaty dilution standards

- Internal standards (if used for calibration)

- Surrogate standards

Are the standards prepared freshly as follows:

- Every 2 months for gases and reactive compounds

- Every 6 months for all others

- As needed, if check standards imply a problem

Have the reagents been analyzed for impurities?

4.0 PROCEDURES Procedures consist of sample introduction, GC conditions,

procedure, and calculations. Most procedures are standard GC methods from
Method 8000.

4.1 Sample Introduction

In all methods, are surrogate standards and internal standards (if used) added
and mixed before introduction?

Are high-concentration liquids directly injected (10 uL or similar amount for
detection limits 10,000 pg/L or higher)?




SECTION XXIIl NONHALOGENATED SOLVENTS (continued)

Are low concentration liquids introduced by a purge-and-trap device (Method
5030) as follows?

Are samples screened (by Method 3810, automated headspace sampler, and by
Method 3820, hexadecane extraction)?

Are samples and standard solutions warmed to ambient temperatures before
analysis?

Is the purge-and-trap device assembled correctly? Note that absorbents consist
of one-third 2,6-diphenylene oxide (at inlet); one-third silica gel; and one-third
charcoal; with optional 1.0 cm of methyl silicone-coated packing at the inlet.

Are samples properly diluted, if required?

Are high-concentration solids extracted with methanol (that is, a methanol
aliquot is added to water and treated as a water sample)?

4.2 GC Conditions Are the following conditions or their demonstrated
1 equivalents used:

Purge-and-trap device

- Nitrogen or helium at 20 mL/min to purge

- 15.0 + 0.1 min at 85 + 2°C purging

- Desorb 1.5 min at 180°C

- 20 to 60 mL/min backflush inert gas flow

Gas Chromatography - Column 1

Helium flow, 40 mL/min

Initial temperature, 45°C for 3 min

Raise 8°C/min 10 220°C
Hold at 220C* for 15 min

Gas Chromatography - Column 2
- Helium flow, 40 mL/min
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SECTION gﬂ NONHALOGENATED SOLVENTS (continued)

sporises ||

- Raise 6°C/min to 170°C V4

- Hold at 170°C for 4 min ‘

4.3 Procedure

Does the laboratory use the same column introduction technique for calibration
and for samples?

Does the laboratory use at least five standards covering the expected working l)
range?

Does each calibration standard include the surrogates and (if used) internal
standards used for samples?

Are the correction and response factors (CF and RF) properly calculated as
follows:

—Peak Area

Note: External Standards, CF
‘ Nanogram injected

Internal Standards, RF = A, C,
A, C,
where:
Ay, =  Area of calibration standard
A; =  Area of internal standard
C, = Concentration of calibration standard
C, = Concentration of internal standard

Is the relative standard deviation (RSD) of the CF or RF calculated?

If RSD exceeds 20 percent, does the laboratory assume nonlinearity and make
proper corrections?

Does the laboratory determine retention time windows as three times the
standard deviation of the absolute retention times of three standards injected
over a 72-hour period?

Does each daily run begin with a reagent blank and a midcalibration standard? \V

XXI1-4




SECTION XXIIl NONHALOGENATED SOLVENTS (continued)

If percent difference of RF or CF differs by more than 15 percent from the
initial calibration, does the laboratory begin corrective action (such as
inspection of systems, maintenance as needed, and new initial calibration if
required)?

Does the laboratory establish daily'retention windows with the midpoint
determined from continuing calibration and width from initial calibration?

Is an additional continuing calibration run after every 10 samples and at the
end of the day?

Does the laboratory have procedures for dilutions to be used when a result
exceeds the calibration range?

Does the laboratory use periodic laboratory control samples, quality check
samples, performance evaluation samples, or similar results?

Does the laboratory use at least one matrix spike per analytical batch?

Does the laboratory use at least one matrix duplicate or matrix spike duplicate
per analytical batch?

4.4 Calculations

Are the following formulas and calculations used for the analyses?

External Standards, Aqueous:

Concentration (ug/L) = A,AV D
’ AV Y,

where:

Analyte response (area or height)

Amount of standard, ng

Volume of total extract, uL

Dilution factor

Standard response (units of A,)

Volume of extract injected, uL (for purge-and-trap,
Ve=V;=1)

Volume of sample, mL

L] »
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SECTION XXIII NONHALOGENATED SOLVENTS (continued)

External Standards, Nonaqueous:

Concentration (ug/kg) = A, AV, D
Al vI wl

where:

Analyte response (area or height)
Amount of standard, ng

Volume of total extract, uL \/
Dilution factor

Standard response (units of A,)

Volume of extract injected, pL (for purge-and-trap,
Ve=V;=1)

Weight of sample, g

o

haown

<> O <> >

W

Internal Standards, Aqueous:

Concentration (ug/L) = '__A, C,D

Ay, RFV,
where:
A, = Analyte response (area or height) \/
Cis = Amount of internal standard, ng
D = Dilution factor
Ay, =  Area of internal standard
RE =  Response factor
V, = Volume of sample used, mL

Internal Standards, Nonaqueous:

Concentration (ug/kg) = A, C,. D
A, RF W,

where: \/

A, = Analyte response (area or height)
Cis = Amount of internal standard, ng
D =  Dilution factor

A =  Areaof internal standard

RF = Response factor

W, = Volume of sample used, g

XXIi-6




SECTION XXIII NONHALOGENATED SOLVENTS (continued)

(Optional) Conversion to Dry Weight:

Concentration, dry weight = esults (wet weight
' (percent solids)

Does the laboratory check calcuhu;ons whether they are performed manually
or automatically by computer?

Are undetected results adjusted properly for dilutions?

5.0 QUALITY CONTROL

Does the laboratory have procedures to start corrective actions when quality
control measures (such as matrix spikes, duplicates, laboratory control
standards, and surrogates) are out of limits?

Is the analysis report produced, checked, and forwarded to the appropriate
person before action is taken on the waste?

XXm1-7
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SECTION XXIV AROMATIC SOLVENTS

METHOD 8020 - AROMATIC VOLATILE ORGANICS ANALYSIS

Facility Name: " Detrex Chemical Industries lr’
Facility ID No.: MID 091 605 972

Reviewer: _szé@“_ékﬁ(/
Date Completed: o 1~ 494s

SUMMARY: This GC method is used for aromatic organics analysis and uses
either direct injection or a purge-and-trap device (Method 5030). Detection is
. accomplished with an photoionization detector (PID).

USAGE: Circle the sample types for which this method is used.
In-bound waste Process control Out-bound waste

1.0 DOCUMENTS Review relevant SOPs and laboratory documents as follows:

r Does the facility have an SOP for Method 80207

Is the SOP available at the analyst's work station?

Are analysis runlogs used to record pertinent data?

Are runlogs signed and dated by analysts?

Are runlogs reviewed and signed by a supervisor?

Are copies of runlog pages included in the final data package?

2.0 APPARATUS AND MATERIALS Are the following items available in good
repair and clean?

Gas chromatograph with PID

Purge-and-trap device

Chromatography columns

Data system

Syringes, 5 ml

Microsyringes, 10, 25, and 100 pi

Class A volumetric flasks with ground glass stopper: 10, 50, 100, 500, and
1,000 mL

Analytical balance, sensitive to 0.1 mg

“éh—




SECTION XXIV AROMATIC SOLVENTS (continued)

; 3.0 REAGENTS All items must be reagent-grade or better.

Are the following reagents available?

Reagent water, organic-free

Methano! (pesticide quality)

Stock standards, purchased as pure chemicals and prepared in methanol in
accordance with the appropriate SOP.

Stock standards, purchased as certified solutions

Secondary dilution standards

At least five calibration standards, including one near required quantitation
limit, prepared from secondary dilution standards

Internal standards (if used for calibration)

Surrogate standards (bromochloromethane; bromochlorobenzene;
1.1.1-trifluorotofuene; fluorobenzene; and difluorobenzene are
recommended)

Are the standards prepared freshly as follows:

- Every 2 months for gases and reactive compounds

- Every 6 months for all others

- As needed, if check standards imply a problem

Have the reagents been analyzed for impurities?

4.0 PROCEDURES Procedures consist of sample introduction, GC conditions,
procedure, and calculations. Most of these are standard GC methods from
Method 8000.

4.1 Sample Introduction

In all methods, are surrogate standards and internal standards (if used) added
and mixed before introduction?

Are high-concentration liquids directly injected (10 uL. or similar amount for
detection limits 10,000 ug/L or higher)?




SECTION XXIV AROMATIC SOLVENTS (continued)

. ‘responses)

Are samples screened (by Method 3810, automated headspace sampler, and by \/
Method 3820, hexadecane extraction)?

Are samples and standard solutions allowed to warm to ambient temperatures
before analysis? . \

Is the purge-and-trap device assembled correctly? Note that absorbents consist
of one-third 2,6-diphenylene oxide (at inlet), one-third silica gel, and one-third
charcoal, with optional 1.0 cm of methy! silicone-coated packing at the inlet?

Ir Is the sample properly diluted, if required?

Are high-concentration solids extracted with methanol (that is, a methanol
aliquot is added to water and treated as a water sample)?

Are low-concentration solids mixed with water in the device?

4.2 GC Conditions Are the following conditions or their demonstrated equivalent
used?

Purge-and-trap device (if used)

- Nitrogen or helium at 40 mL/min to purge

11.0 1 0.1 min at ambient purging

- Desorb 4 min at 180°C

- 20- to 60-mL/min backflush inert gas flow

Gas Chromatography - Column 1 (primary column)

- Helium flow, 36 mL/min

For lower boiling compounds:

- Initial temperature, 50°C for 2 min

- Hold at 90°C until all compounds have eluted

For higher boiling compounds:

- Initial temperature, 50C for 2 min \T/

I|
II
Il
II
||
ii
|
“ - Raise 6°C/min to 90°C




SECTION XXIV AROMATIC SOLVENTS (continued)

- Raise 3°C/min to 110°C

- Hold at 110°C until all compounds have eluted

Gas Chromatography - Column 2 (confirmatory column)

Helium flow, 30 mL/min

Initial temperature, 40°C for 2 min

Raise 2°C/min to 100°C

Hold at 100°C until ali compounds have eluted

¥ 4.3 Procedure

Does the laboratory use the same column introduction technique for calibration
and for samples?

Does the laboratory use at least five standards covering the expected working
range?

Does each calibration standard include the surrogates and (if used) internal
standards used for samples?

Are the correction and response factors (CF and RF) properly calculated as
follows:

External Standards, CF Peak Area
nanogram injected

Internal Standards, RF A, C,
Ay G

where:

Area of calibration standard
Concentration of internal standard
Area of internal standard
Concentration of calibration standard

Is the relative standard deviation (RSD) of the CF or RF calculated?

If RSD exceeds 20 percent, does the laboratory assume nonlinearity and make




SECTION XXIV AROMATIC SOLVENTS (continued)

Does each daily run begin with a reagent blank and midconcentration standard?

Tesponses)

|
1

If percent difference of RF or CF differs by more than 15 percent from the
initial calibration, does the laboratory begin corrective action (such as
inspection of systems, maintenance as needed, and new initial calibration if
required)?

Does the laboratory establish daily retention windows with the midpoint
determined from continuing calibration and width from initial calibration?

Is an additional continuing calibration run after every 10 samples and at the
end of the day?

Does the laboratory have procedures for dilutions when a result exceeds the
calibration range?

Does the laboratory use periodic laboratory control samples, quality check
samples, performance evaluation samples, or similar results?

Does the laboratory use at least one matrix spike per analytical batch?

Does the laboratory use at least one matrix duplicate or matrix spike duplicate
per analytical batch?

Calculations

Are the following formulas and calculations used for the analyses?

External Standards, Aqueous:

Concentration (ug/L) = A, AV, D
Al vI vl

where:

Analyte response (area or height)

Amount of standard, ng

Volume of total extract, uL.

Dilution factor

Standard response (units of Ax)

Volume of extract injected, uL (for purge-and-trap,
Ve=Vi=1)

Volume of sample, mL

<> 0 <>>
- o t]
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SECTION XXIV AROMATIC SOLVENTS (continued)

Concentration (ug/kg) = A, AV D
A'V W,

where:

Analyte response (area or height)
Amount of standard, ng

Volume of total extract, uL
Dilution factor

Standard response (units of A,)
Volume of extract injected, uL

. Weight of sample, g

Internaf Standards, Aqueous:

Concentration (ug/L) = A, C, D
A RF YV,

where:

Area of calibration standard
Amount of internal standard, ng
Dilution factor

Response of internal standard
Response factor

Amount of sample injected

Internal Standards, Nonaqueous:

Concentration (ug/kg) = A, C,, D
Ay RF W,

where:

Area of calibration standard
Amount of internal standard, ng
Dilution factor _
Response of internal standard
Response factor

‘Weight of sample, g

2> o0
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SECTION ‘v AROMATIC SOLVENTS (continued) @ . o

(Optional) Conversion to dry weight:

Concentration, dry weight = Analytical Result (wet weight) \/
(Percent solids)

Does the laboratory check calculations whether they are done manually or
automatically by computer?

5.0 QUALITY CONTROL

Does the laboratory have procedures for starting corrective actions when
quality control measures (such as matrix spikes, duplicates, laboratory control
standards, and surrogates) are out of limits? \

Is the analysis report produced, checked, and forwarded to the appropriate Q/
person before action is taken on the waste?
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RCRA LABORATORY COMPLIANCE EVALUATION INSPECTION CHECKLIST




1.0 INTRODUCTION

PRC Environmental Management, Inc. (PRC), received Work Assignment No. R05037 from the
U.S. Environmental Protection Agency (EPA) under Contract No. 68-W4-0007. This work
assignment involves performing seven laboratory audits as part of state-lead compliance evaluation
inspections of in-house laboratories that perform waste analyses at treatment, storage, and disposal
facilities throughout the state of Michigan. The laboratory audits were performed by PRC under the
authority of EPA and Section 3007 of the Resource Conservation and Recovery Act (RCRA),

42 U.S.C. Section 6927, and under the lead of Michigan Department of Natural Resources (MDNR)
district inspectors. This document discusses the laboratory audit findings for Detrex Chemical

Industries, Inc. (Detrex), of Detroit, Michigan.

Before conducting the on-site laboratory audit, PRC reviewed the facility waste analysis plan

(Detrex 1991a) and prepared detailed, facility-specific laboratory checklists. The checklists consist of
questions taken directly from Appendix A of the EPA document RCRA Laboratory Audit Inspection
Guidance Document (EPA 1988) as well as specific procedural questions based on analytical methods
listed in the facility’s waste analysis plan. The checklists were used during the audits to ensure a
thorough audit and were completed by PRC. When negative responses were indicated on the
checklist, detailed comments were provided concerning the issue. Comments from completed
checklists are incorporated into this report and are grouped as major and minor concerns. The

completed checklist for Detrex, including comments, is presented in the Attachment to this report.

The purpose of this document is to summarize the findings of the laboratory audit, including an
evaluation of the facility’s waste analysis plan and a complete evaluation of the laboratory quality
control (QC) program. The following sections summarize laboratory audit activities, provide a
laboratory overview, and present major and minor concerns, other comments, and recommendations.

References are provided in the final section of this report.




2.0 SUMMARY OF ACTIVITIES

During April and May 1995, PRC conducted a document review of Detrex’s current waste analysis
plan, with special emphasis on laboratory procedures and QC. From the analytical procedures listed
in the waste analysis plan, PRC developed a facility-specific laboratory audit checklist.

On May 17, 1995, PRC representatives Ms. Candace Friday and Ms. Nancy McDonald joined

Ms. Jeanette Noechel and Ms. Jan Sealock of MDNR to perform the laboratory audit at Detrex. The
audit began with a general briefing with the Detrex operations manager, Mr. Ronald Hritzkowin, and
an assistant manager, Ms. Becky Thomas. The laboratory staff consisted of a chemist, Mr. Andres
Garcia. Because Mr. Garcia was not available on the day of the audit, several issues could not be
adequately addressed. On December 14, 1995, EPA issued a formal request for additional |
information regarding uncompleted items on the checklist. On January 23, 1996, Detrex submitted
the requested information and supporting documentation (Detrex 1996). Information provided in the
response was adequate and has been incorporated into the completed checklist. Mr. Hritzkowin and

his staff were very cooperative during the entire audit. Audit activities included the following:

. Conducting personal interviews with the operations manager and assistant manager
. Tracking waste sample documentation from prequalification through acceptance

. Reviewing sampling procedures for compliance with the waste analysis plan

. Reviewing analytical techniques for method compliance

. Evaluating the laboratory quality assurance/quality control (QA/QC) program

At the end of the day, PRC conducted a debriefing interview with Detrex and MDNR personnel.
During the debriefing, PRC indicated that additional information would be requested at a later date
because of the absence of the laboratory chemist. Immediately following the laboratory audit, PRC
partially completed the facility-specific checklist. After receiving the response from Detrex, PRC
completed the remainder of the checklist attached to this report.




3.0 LABORATORY OVERVIEW

Detrex primarily accepts halogenated solvent liquid waste for reclamation. The Detrex laboratory
consists of a single analytical system that analyzes both inbound shipments of wastes as well as
outbound treated wastes and recycled solvents. Inbound and outbound shipments of waste can be
traced through the analytical system by a unique laboratory identification number. Laboratory
personnel include one full-time chemist trained in all finéerprint tests. Instrumentation includes a gas
chromatograph (GC) with suitable detectors, pH meter, and Pensky-Martens flashpoint apparatus. In
addition, an assortment of general laboratory equipment, such as a hot plates, pH indicator paper,
hydrometers, balances, and glassware were present and in working order. The average throughput of

samples in the laboratory is about 10 to 20 samples per day.

4.0 MAJOR CONCERNS

- This section summarizes comments from the attached checklist that are considered major deficiencies.

A deficiency is considered major when one or more of the following issues apply to the activity,

procedure, method, or documentation being reviewed:

. Inconsistent with requirements of 40 CFR 264/265 Subparts B and E regarding the
following:

- Current waste analysis plan
- Recordkeeping requirements

° Insufficient QC as required by Chapter One, Quality Control, of SW-846 (EPA 1994)

o Major modifications to analytical methods cited in the waste analysis plan

Several major deficiencies were noted in the laboratory. The following sections discuss concerns

regarding the above-mentioned issues.




4.1 40 CFR 264/265 SUBPARTS B and E

Because Detrex is a permitted facility, the requirements of 40 CFR 264 Subparts B and E apply. The
following sections discuss major concerns regarding general waste analysis and the waste analysis

plan, as well as recordkeeping deficiencies.
4.1.1 General Waste Analysis and Waste Analysis Plan

Before preparing the facility-specific audit checklist, PRC reviewed Detrex’s current waste analysis
plan, revised in September 1991. Detrex has included as an attachment to the waste analysis plan a
laboratory quality assurance project plan (QAPP), dated July 1991 (Detrex 1991b). The QAPP
details QC measures used at the facility laboratory. This section discusses concerns noted in the |

waste analysis plan and the QAPP. The following deficiencies and inaccuracies were noted:

. The organizational chart of the facility (see Figure 3.1 of the QAPP) shows a
laboratory manager, laboratory staff, quality assurance (QA) officer, and sample
custodian as the complete laboratory personnel. During the audit, the entire
laboratory staff consisted of one chemist who performed all the duties. The current
situation is not consistent with the QAPP and does not allow for independent review
of any anaiyica' resmits hy a supervisor or QA officer.

] Section 4.2 of the QAPP states that duplicate samples, reagent blanks, and matrix
spikes will be analyzed at a frequency of 1 percent or 1 per day, whichever is more
frequent. However, during the audit duplicates, matrix spikes, and reagent blanks
were not routinely analyzed. The current QC practices are inconsistent with the
QAPP and are not sufficient to meet the QC requirements of SW-846 (EPA 1994).

. Section 9.0 of the QAPP states that analytical data reduction and validation is
performed under the direction of the laboratory QA officer. As stated above, there is
no peer review process in the laboratory system.

. Section C-1b of the waste analysis plan states that based on the analytical testing,
"approval is given to sign the manifest and accept the wastes into the container or
tank storage areas.” During the audit, containers of waste were accepted into the
container storage area before analysis and without a signed manifest. The
accompanying MDNR .inspector, Ms. Noechel, also took note of this practice.




!

4.1.2 Recordkeeping

Subpart E of CFR 40 265 requires keeping all personnel training records and all records and results
of waste analysis. Two major recordkeeping deficiencies were noted during the laboratory audit. In
the absence of the laboratory chemist, the managers of the facility and auditors were not able to
reconstruct complete analytical sequences for any of the fingerprint and solvent content analyses.
According to SW-846 (EPA 1994), records should be kept so that all analyses performed can be

reconstructed, including instrument calibrations, calibrations checks, and all associated QC and

- sample analyses.

In addition, from the records reviewed during the audit, managers of the facility and auditors were
not able to determine which analytical methods were used to generate the pH and flammability results.
Again, the records being kept were not sufficient to document the analytical procedure used to

produce the results.

4.2 QUALITY CONTROL

Because the facility is regulated under RCRA, and because the waste analysis plan and QAPP state
that the QA/QC procedures from the SW-846 (EPA 1994) are followed, the facility should perform
the minimum QC as required by Chapter One, Quality Control, of SW-846 (EPA 1994) as well as

method-specific QC. The following deficiencies noted during the laboratory audit are considered

major deficiencies:

. Detrex does not perform duplicate analyses or collect duplicate samples from the same
waste stream unless there is a discrepancy between the sample results and the expected
results. Duplicate samples should be collected and analyzed at a frequency of 1 per
20 samples to determine sampling precision, analytical precision, and shipment
homogeneity.

o Detrex does not perform routine matrix spikes or use surrogate compounds for solvent
analysis as required by Methods 8010 and 8015. Because of the nature of the
samples, the potential for matrix interferences is great and should be monitored by
matrix spike and surrogate recoveries. '




o Detrex analyzes a calibration check for solvent content after every 30 samples. As
required by Methods 8010 and 8015, the calibration check should be analyzed after
every 10 samples.

o For the determination of ignitability, no calibration fluid was available at the time of
the audit to check the apparatus. However, Detrex stated in its response that a
suitable calibration fluid has been purchased.

o Detrex stated that data received from independent laboratories (for example, Research
Technical Institute and Clayton Laboratories) is not validated. However, Detrex also
indicated that electronic data received from Clayton Laboratories did not match raw
data. This information suggests that a system of data review and validation should be
implemented for all data.

43  MAJOR ANALYTICAL METHOD MODIFICATIONS

Most analytical methods cited in the waste analysis plan required some degree of modification because
of the nature of the samples (for example, spent solvents that are 100 percent organic, as opposed to
soils and waters). Modifications are generally considered major when reagents differ, techniques
differ, or procedural steps of the method are omitted or substituted. Minor differences are discussed
in Section 5.0 of this report. Basically, all modifications to the cited methods should be detailed in

the waste anaiysis rlan and listed in laboratory logbooks.

The rule (40 CFR 264 Subpart B) states that test methods used to test for parameters should be
addressed in the waste analysis plan. The following analytical method reviewed during the audit was
so significantly modified from the methods given in the waste analysis plan that the method cited no

longer represents the actual procedures being performed on the waste:

. At the time of the audit, the Detrex laboratory performed flammability testing using a
lighted match; however, the waste analysis plan cites ASTM Method D4982, which
uses a burner. In its response to the U.S. EPA’s information request, Detrex included
a new standard operating procedure (SOP) to determine flammability using a propane
burner. If this technique has been incorporated into the routine analytical method for
flammability since the audit, no further action is required.




5.0 MINOR CONCERNS

This section summarizes comments from the attached checklist that are considered minor deficiencies.

A deficiency is considered minor when it is not categorically a major deficiency, and one or more of

the following issues apply to the activity, procedure, method, or documentation being reviewed:

Poor housekeeping

Slight modifications to methods such as sample size and standard concentrations that
do not affect data quality

Recommended secondary QC requirements are missing

Outdated methods or equipment

The following minor deficiencies were noted during the laboratory audit.

Reagent chemicals were not dated with the date received or date opened. To ensure
that the chemicals are used on a first-in, first-out basis, all reagent and standard
chemicals should be dated. Standard solutions are of particular concern because their
quality may deteriorate rapidly.

Because QC checks, such as matrix spikes and duplicates, were not routinely analyzed
by the laboratory, control charts establishing QC limits were not being generated.

No SOP for pH was available during the audit. As such, there was confusion as to
which method of pH determination was being used (for example, indicator paper or
pH meter). Detrex’s response indicated that the pH meter is inoperable and that pH is
determined by indicator paper.

During the audit, it was apparent that flammability screening was performed by
holding a lighted match over the vapors of the sample. However, in its response,
Detrex included an SOP, dated January 1996, that indicated a torch was used to
determine flammability. The torch method is preferred and should be implemented.

6.0 OTHER COMMENTS

This section summarizes other comments concerning the laboratory that are not categorically major or

minor concerns. The following comments do not require any response but provide further

characterization of laboratory operations:




. Detrex lists several analyses in the waste analysis plan that it does not perform in-
house (for example, tests for reactivity, cyanide, and sulfide). The facility should
indicate which methods are actually performed on site, and which are contracted to
commercial laboratories.

. In addition to the lack of QC review of analytical results, having only one chemist
capable of performing analyses may cause the operation to be slowed or halted if he is
not available to perform the required tests. It may be appropriate to train another
employee with suitable educational background to assist in the analyses when the
chemist is not available. Detrex should document the training and keep the records
for future audits.

7.0 RECOMMENDATIONS

PRC recommends that, at a minimum, the laboratory should be required to address all major and .
minor concerns in writing to MDNR. In addition, PRC recommends that all major concerns should
be rectified within a reasonable time frame, and documented proof of the rectification should be
submitted to MDNR.

8.0 REFERENCES

Detrex Chemical Industries, Inc. 1991a. Revised Waste Analysis Plan. September.
Detrex Chemical Industries, Inc. 1991b. Quality Assurance Project Plan. July.

Detrex Chemical Industries, Inc. 1996. Letter Response to U. S. Environmental Protection Agency
(EPA). Request for Information. Robert Currie, General Counsel. January 23.

U. S. EPA. 1988. RCRA Laboratory Audit Inspection Guidance Document. Office of Waste
Programs Enforcement, RCRA Enforcement Division. OSWER Directive 9950.4
September.

EPA. 1994. Test Methods for Evaluating Solid Waste, Volumes IA-IC: Laboratory Manual,
Physical/Chemical Methods; and Volume II: Field Manual, Physical/Chemical Methods,
SW-846. Third Edition. Office of Solid Waste and Emergency Response. Washington DC.
September.




ATTACHMENT
‘ RCRA LABORATORY COMPLIANCE EVALUATION INSPECTION CHECKLIST

(44 Sheets)




From: DENNIS WESOLOWSKI
To: R5WST.R5RCRA. SUTKER-SHARI, R5WST.RS5RCRA.DEBUS-ALLE...
Date: Tuesday, July 12, 1994 1:10 pm

Subject: Encotec for Detrex
This is a final follow-up to the lab audit request for Encotec.

I spoke with Richard Kuehn of the lab about the proposed 0.4 ppb
vinyl chloride detection 1limit(DL). He said they were unaware of
that DL. They had bid on using the CLP SOW which calls for 10
ppb. If the low DL is requested then he will need to re-bid the
project.

The bottom line is that we think the lab can do all of the other
analyses as indicated in your request. They have done method
524.2 for drinking waters (a clean matrix) down to a DL of 0.5

Ppb.

If this low DL is not important and 10 ppb will suffice, then the
lab is capable and CASS does not need to consulted further. If
the 0.4 ppb DL will be sought, then you may consider requesting
us to review the labs method detection 1limit study for that low
DL.

At this point I will consider this issue closed. Please contact
me at 6-1970 if there are questions or if there are further
developnents.




soil and maQ'ials engineers, inc. .

43980 Plymouth Oaks Bivd. Plymouth, Ml 48170-2584 (313) 454-9900 FAX (313) 454-0629

Kenneth W. Kramer, PE \ { ‘
Richard O. Anderson, PE gj \ e
Frank A. Henderson, PG v {\‘ i
Garrett H. Evans, PE U

Starr D. Kohn, PhD, PE

Edward S. Lindow, PE July 11, 1994
Robert C. Rabeler, PE

Gerald M. Belian, PE

e i ] Y

Cooe o
Robert E. Zayko, PE . o -
Mr. Karl E. Bremer, Chief W i ;

Cheryl Kehres-Dietrich, CGWP 3 H 3 1 IR
Larry P Jadele, PE Umted States Environmental Protection Agency et LTSRS N
Gerard P. Madej, PE Region 5
Timothy H. Bedenis, PE 77 West Jackson Boulevard
J. William Coberly, CET . '
Chuck A. Gemayel, PE Chlcago, IL 60604-3590 '
Jerry B. Givens, PE
Truman F. Maxwell, CPA . . .
Timothy J. Mitchell, PE RE: Quality Assurance Project Plan (QAPjP)
John C. Zarzecki, CWI Detrex Corporation

12886 Eaton Avenue '

MID 091 605 972 |
SME Project No. PE-21229

Dear Mr. Bremer:

N Rt ]

This letter was written in response to the U.S. EPA's request for
additional information with regard to the above referenced site. Mrs.
Shari Sutker of the U.S. EPA requested that the cover page of Section 4
(QAPjP) be signed by the appropriate staff of Soil and Materials
Engineers, Inc. (SME)..

SME has completed the requested task and has included the signatory
page as an enclosure with this letter.

If you have any questions or comments on this submittal, you may
contact us at (313) 454-9900.

B R o B Ramian | — g T w1 -

Very truly yours,
SOIL AND MATERIALS ENGINEERS, INC.

)27/ 29

Robert J. Nowakowski, CPG
Project Consultant

- - . — T — T

L

Enclosure: Cover letter of QAPjP

cc:  Rhonda Blayer, MDNR
Bill Moore, Detrex Corporation
Ron Swan, Detrex Corporation

Detroit

Bay City | 3 6'\
Kalamazoo . . . .
Lansing Consultants in the geosciences, materials, and the environment




SECTION 4
QUALITY ASSURANCE PROJECT PLAN (QAPJP)

DETREX - EATON AVENUE FACILITY
DETROIT, MICHIGAN
MID 091 605 972

U.S. EPA Region V Permit Writer . ,

W Qe

U.S. EPA Regional Quality Assurance Manager, &@@M/ g Mw pev MOA
Monitoring and Quality Assurance Branch (MQAB)a/ 3/21/7¢ fetees

WD and /re OR r}?f;#f, and A,

é fa;ad’ Lo
SME Project Manager (Robert J. Nowakowski) W ,,./4/(
SME Quality Assurance Manager (Laura S. Badalagnti) / Z : ;




UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION 5

DATE: /1919

SUBJECT: Laboratory Audit Request

FROM: Richaat Traub , Section Chief
RCRA Permitting/Enforcement, HRP-8J

TO: Charies T. Elly, Director
Central Regional Laboratory, SL-10C

Under a RCRA Facility Investigation (RF1), samples will be sent to the following laboratories. The RCRA
Corrective Action Plan requires evaluation of laboratories proposed for analyzing RFI samples. Please
notify us within 5 days from receipt of this memorandum whether a lab audit and/or performance evaluation is
required, and, if this is the case, when will be scheduled.

Facility Name: T_DL?*QQY State: M |

RCRA Project Coordinator: %q' ﬁz&ge_.c Phone:‘SSb'QlS( Mail Code: l:}ﬁ Q*Q
Section Chief: thM@ T[E&' ) Phone:_S%(n —‘QISb

Laboratory A: EL\I’O‘{{&#\ Address: £S NS bDrl /b”
Contact:_Tinn K2 ho) Phone:_3i3 - 761-13%9

Parameters/Groups:_S¢L2 Qe ho A Methods: MM%QC%M\Q
\ist
Laboratory B: .Address:
Contact: Phone:
Parameters/Groups: Methods:

e oo e ke e e e e Je e e de e T e e e e e Je T de S e e e dedede e e e de e e de de de e de e e de e e de g e vk dede e sk ke de g e e dede e de ke dedede ke ke de e e ek

T0 BE COMPLETED BY CRL: CRL Date In CRL Date Out
Laboratory Selected Evaluation Site Visit Date Assigned for Site Projected Date for
Required? Required? Visit Audit Report
Yes/No " | Yes/No
Lab A
Lab B
Please return copy of signed memo to A. Debus (RCRA Permitting) or M. DeRosa

(RCRA Enforcement) and assigned RCRA Project Coordinator at mail code, HRP-8J.
CRL COMMENTS;

A}

Signature: cc: Dennis Wesolowski, SL-10C
Allen Debus, HRP-8J
Mike DeRosa, HRP-8J

ul




.‘DOV‘OMCFS,WDQ%QHDN FMTS, AND M:a)fgaruS Act 3C7
Typee A + B Cleanvp hevels (Ppb)
FoR "DeTREX crporATION

(Pek) (ppb)

Target TOL (part Tyre B Tyee-f
Compound per billion) Cleanpleveis  Cemp iev. §
methylene chloride 10.'*—-":"""35'0-__ _—
1,1-dichloroethane 10 — —— — 14,000
1,2-dichioroethane 10— & -
1,1,2,2,-tetrachloroethane 10— Y z
1,2-dichloroethene (total) 10 : g 3
1,1,1-trichloroethane 10— ¢ 4,000 2 3l
1,1,2-trichloroethane 10 S %3.%
tetrachloroethene 10 i BN 3
toluene 10 - \iﬂoo S &

- 4,000 ~ €1
ethylbenzene 10— ~ 28
xylenes (total) 30— — Loro% N
chloroform 10———- 120 L8
vinyl chioride 10 — '%,,
trichloroethene 10 ) 3

For 0L ONLY .




’3,, M ] UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
Oy mﬁc@ , REGION 5
77 WEST JACKSON BOULEVARD

CHICAGO, IL 60604-3590

REPLY TO THE ATTENTION OF:

"N 1 %0054 | HRE-8J

To Whom It
May Concern

Re: Laboratory Audit
Detrex Chemical Industries, Inc.
EPA ID No. MID 091 605 972

Dear Sir or Madam:

The purpose of this letter is to introduce Ms. Candace Friday and Ms. Nancy
McDonald as contractors to the United States Environmental Protection Agency
(U.S. EPA) under contract number 68-W4-0007, work assignment number R05037.
Pursuant to the authority of Section 3007 of the Resource Conservation and
Recovery Act, as amended (RCRA) (copy enclosed), 42 U.S.C. 86927, these
individuals have been duly designated by the United States Environmental
Protection Agency to participate in a RCRA compliance evaluation inspection
lead by Michigan Department of Natural Resources, Livonia District Office
staff and to request information regarding laboratory practices and hazardous
waste.

Your facility is identified in U.S. EPA files as a permitted treatment and
storage facility. The purpose of this inspection is to evaluate your
compliance with waste analysis plan requirements of your permit and applicable
regulations for hazardous waste.

You may, if you desire, assert a business confidentiality claim covering part
or all of the information requested, in the manner described by 40 CFR
2.203(b). You should read the above-cited regulations carefully before
asserting a business confidentiality claim, since certain categories of
information are not properly the subject of such a claim. Information covered
by such a claim will be disclosed by U.S. EPA only to the extent, and by means
of the procedures, set forth by 40 CFR Part 2, Subpart B. If no such claim
accompanies to the information when it is received by U.S. EPA, it may be made
available to the public by U.S. EPA without further notice to you. Ms. Friday
and Ms. McDonald are contractually obligated to comply with applicable
confidential business information requirements.

@ Printed on Recycled Paper
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Thank you for your cooperation in this laboratory audit conducted as part of a
RCRA compliance evaluation inspection. If you have any questions regarding
either the authority to conduct this inspection or the Federal regulations
applying to waste analysis plans, please contact Ms. Sue Rodenbeck Brauer, the
U.S. EPA Work Assignment Manager, at (312) 353-6134.

Sincerely yours,

D dodt Ae 222

fehael DeRosa, Acting Chief
Technical Enforcement Section #2
RCRA Enforcement Branch
Enclosure

cc: Ms. Jeanette Noechel, MDNR WMD Livonia D.b., w/ enc.




An Act
To provide technical and fnancial assistance for the development of management
plans and facilities for the recovery of energy and other resources from dis-

carded materials and for the safe disposal of discarded materials, and to regu-
late the management of hazardous waste.

Be it enacted by the Senate and House oL Representatives of the
b

United States of America in Congress assembled, Resource
. Conservation and
SHORT TITLE Recovery Act of
' 1976.
Section 1. This Act may be cited as the “Resource Conservuation and 42 USC 6901
note.

Recovery Act of 1976”.
AMENDMENT OF SOLID WASTE DISPOSAL ACT

SEc. 2. The Solid Waste Disposal Act (42 U.S.C. 3251 and follow-
ing) is amended to read as follows:

“TITLE II-—-SOLID WASTE DISPOSAL
“Subtitle A—General Provisions

“SHORT TITLE AND TABLE OF CONTENTS

“Sec. 1001, This title (hereinafter in this title referred to as "this 42 USC 6901
Act’), together with the following table of contents, may be cited as the note.
‘Solid Waste Disposal Act’:

*Subtitle A—General Provisions

**Sec. 1001. Short title and table of contents.

“See. 1002. Congressional findings.

“Sec. 1003. Objectives.

“Sec. 1004. Definitions.

*Sec. 1005. Governmental cooperation.

“See. 1008. Application of Act and integration with other Acts.

“Sec. 1007. Financial disclosure.
‘Sec. 1008. Solid waste management Information and guldelines.

“Subtitle B—Office of Solid Waste; Authorltles of the Administrator

“Sec. 2001. Office of Soltld Waste and interagency coordinating committee .
“Sec. 2002. Authorities of Admiuistrator. :

“Sec. 2003. Resource recovery and conservation panels.

*Sec. 2004. Grants for discarded tire disposal.

**Sec. 200¢  Labeling of certsin ofi.

“Sec. 20 » Annual report.

‘Sec. 20t . Geaeral authorization.

**Subtitle C—Hazardous Waste Management

“Sec. 30, 1dentification and listing of hazardous waste. ' i
“Sec. 300z. 3tandards applicable to generators of hazardous waate. 14 ¥
“Sec. 3008. Standards applicable to transporters of hazardous waste. ho -
‘“Sec. 3004. Standards applicable to owners and operators of hazardous waste f

treatment, storage, and disposal facilities.
“Sec. 3005. Permits for treatment, storsge, or disposal of hazardous waste. ol
“Sec. 3008. Authorized State bazardous waste programs. L I
. 3007. Inspections. !

PN 2o R T

§
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UNITED STATES ENVIRONMENTAL PROTECTION AGENCY
REGION 5

DATE: JAN]_ 1004
SUBJECT: Guidance Concerning Four QAPP Approval Options

FROM: Kart! Bremer, Chief Joe Boyle, Chief
RCRA Permitting Branch RCRA Enforcement Branch

TO: A11 RPB and REB Section Chiefs

As many of you are now aware, on December 20, 1993, Norm Niedergang signed a
memorandum which grants the Office of RCRA more flexibility concerning the
review and approval of QAPPs than was previously the case. For background on
circumstances leading to the issuance of this memorandum and the details of
the four approval options that were outlined, you are referred to the contents
of the December 20, 1993 memorandum. Although any of four options may now be
empioyed, it may not be readily apparent to many of you when to utilize them.
Also, because the QAPP review process remains a lengthy one, despite the
improvements which are being implemented, together with the Regional goal of
obtaining data that is documented to be of a known and reliable quality, a few
concepts pertaining to the central theme of targeting project objectives shall
be outlined. This guidance is intended to help RCRA Project Officers involved
with corrective action scenarios to plan projects effectively from the start
with respect to setting pertinent objectives, thereby ensuring that the
projects do not become mired in QAPP-related difficulties later on.

A year ago, there were two QAPP approval strategies available to OR. One of
these was the standard procedure we have all become familiar with through
experience and training. A second option that was available to staff in the
RCRA Permitting Branch was referred to as the Bremer Option, as defined in
Kar1l Bremer's memorandum of July 29, 1992. Now, the number of possiblie
options has doubled to four. Since Option 2 is the "Environmental Science
Division (ESD) Approval" process already in place through our Memorandum of
Agreement between the Waste Management and Environmental Sciences Divisions,
emphasis need only be placed on the other 3 options.

Options 1, 3 and 4 require some further definition beyond that provided in
Norm Niedergang's December 20, 1993 memorandum to William Sanders. Option 1
is rather limited in scope, pertaining oniy to situations applicable to either
Interim Measures or “Site Stabilization", as formally defined in U.S. EPA
guidance. Only cases which meet these descriptions, administratively
speaking, should be approved under Option 1.

Option 3 refers to situations where the RCRA QAPP Coordinator may be empowered
to recommend approval of a QAPP. This does imply, however, that review of the
QAPP will take place in ESD. Only after its initial review has occurred will
it be possible for the RCRA QAPP Coordinator to make determinations as to
whether ESD's comments have been adequately addressed. If it appears that
this has been the case, then the RCRA QAPP Coordinator can recommend that the

3
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Regional Quality Assurance Manager (RQAM) sign the title page of the QAPP.

(See page 4 of Norm Niedergang's December 20, 1993 memorandum for further
details.) It is possible, however, that fac111t1es may not have addressed the
ESD concerns satisfactorily, and that the RCRA QAPP Coordinator will be unable
to recommend approval to ESD. ESD must concur with the RCRA QAPP
Coordinator's recommendation, and the RQAM must sign the QAPP's title page

based on this recommendation, before an Option 3, "RCRA QAPP Coordinator
Approval" has resulted.

An Option 4, "RCRA Project Coordinator Approval®” will allow "program approval"
of 2 GAPP that has been reviewed previously by ESD. "Program approval” may be
interpreted to mean Branch level approval of a QAPP. (See the December 20,
1993 memorandum, mentioned previously, for more details concerning which QAPPs
would qualify for this option.) As is the case with Option 3, there must have
been some level of review performed by ESD before the Office of RCRA may elect
to approve a QAPP, either conditionally or unconditional]y. One service
provided by ESD which may fulfill this requirement is participation in Quality
Assurance Section (QAS)-RCRA "scoping” meetings, combined with the RCRA
requested laboratory audit. The RCRA QAPP Coordinator may reguest that the
Central Regional Laboratory (CRL) perform an evaluation of the proposed
laboratory facility(ies) via the "Laboratory Audit Regquest" form. The proper
~use of this form shall be described below. Essentially, if the QAPP has been
scoped and reviewed through the RCRA program, and project objectives have been
clearly established, then, following the CRL's evaluation of all proposed
laboratories, it may be possible for the OR to approve the QAPP.

The Laboratory Audit Request form may be used only after project objectives
have been clearly established by the RCRA project officer and the "team" of
U.S. EPA players invoived in the project. The "team" will include the roster
of individuals assigned to the project, collectively including Office of RCRA
personnel, State representatives, and individuals from both the Central
Regional Laboratory and the Quality Assurance Section. Although it is now
recommended to conduct “scoping” and “pre-QAPP" meetings before the QAPP has
been drafted by the Permittee, it may not be possiQle for the team to agree on
a well defined set of project objectives until after the QAPP has been
prepared and reviewed at least once. Therefore, it is impermissible for
anyone to request an audit or evaluation of the proposed laboratory(ies) until
after the QAPP has been received and reviewed thoroughly by those parties,
designated by the RCRA project officer as being involved in the approval
process. (The Laboratory Audit Request form is intended to be used whenever

audits are needed, so its use is clearly not restricted only to the Option 4
approval strategy.)

One reason why laboratory audits should not be requested until after the QAPP
has reached an advanced stage of preparation is that the CRL will require a
very specific document for review, including all standard operating procedures
(SOPs) that will be utilized during the course of your investigations. If a
preliminary document is submitted to CRL for review, any fundamental changes
to sampling methods, matrices, or analytical procedures may invalidate its
review. [t is vital that we do not waste resources in requesting CRL's

assistance until after a definitive project has been planned through the QAPP
review process.
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It may be the case that some QAPPs destined for Option 4 approval may be
approvable following the CRL's recommendation of a laboratory for your
respective projects. Such approval may result from the CRL's review without
requested assistance from the Quality Assurance Section. However, it is
evident that Option 4 approvals cannot proceed to the point where the CRL'S
assistance can be requested until a great deal of planning and review has been
conducted beforehand. Guidance on "how to proceed"” is outlined below.

PLANNING AND REVIEW STAGES

The most commonly encountered difficulty with RCRA QAPPs lies in the general
area of setting pertinent project objectives. This is one area where ESD
usually provides many significant comments back to the OR's Project Officers.
The problem is compounded for us because it is very difficult to establish a
1ist of action levels that the data will be eventually compared to. There are
a variety of approaches which have been taken by OR staff, some founded on a

bit of ingenuity, but all arrived at through onerous soul-searching and
anxiety.:

From experience, frustration on all sides often results when the facility
representatives offer certain laboratory "packages" purported as being capable
of meeting our "objectives", only to find that the ESD doesn't want to
entertain any discussion of analytical methodologies until after the target
objectives (e.g., parameters and method detection 1imits that are needed) have
been completely estabiished. Unfortunateiy, it is usually the case that the
RCRA Project Officers, on behalf of the assigned "team", have not yet

concluded what these objectives are until after the QAPP has been reviewed
several times by QAS.

This situation hampers our program not because of staff-related inadequacies
or il11-conceived programmatic intentions, but mainly because of a general lack
of guidance and discourse in this area. This memorandum is not intended to
resolve this thorny problem. This may be one of the primary reasons it takes
so long to approve RCRA QAPPs. Some of you have suggested that a special
workgroup dedicated to the goal of establishing procedures for how RCRA
project objectives can be set and implemented should be formed. It may be the
case that the Region will have to develop and follow its own guidance for

RCRA, and that a means of routinely evaluating how objectives should be set
would be a focus of this special committee.

Until the Region develops any guidance on this matter, there are a number of
materials which may help you in establishing objectives which flesh out the
general corrective action requirements. For instance, the May 23, 1993
Region 5 Model QAPP instruction for “QAPP Element 3, Project Description”
contains some advice intended for the facility to follow. Another U.S. EPA
document, "Getting Ready Scoping the RI/FS", November 1989, is intended for

use in the Superfund program, but may be of some help to the RCRA program as
well.

In the meantime, it is recommended that all OR staff consider the following
items and procedures when the impending deadline for a new QAPP approaches:
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1. Hold an internal scoping meeting about 1 week prior to the scheduled
meeting date for the "pre-QAPP" meeting. Participants should include
all individuals who bear responsibility for reviewing and approving the
QAPP including representatives from QAS and CRL. Discussions should
include familiarization of the team to the facility and the important

background issues (i.e., difficult matrices, recalcitrant facility,
"low" prioritization, etc.)

2. Prior to the "pre-QAPP" meeting, to the maximum extent possible, attempt
to familiarize yourselves with the body of historical data already
available, which may have some bearing on some RFI or phase I RFI
decisions which may be made concerning project objectives. Consider
whether you are comfortable with the quality of this data. How much of
this data will you accept? Can this information be utilized in lieu of
repeated testing? Ask questions, and do try to write down your
conclusions in memo format addressed to your administrative records.

3. At the "pre-QAPP" meeting, attempt to learn what the facility thinks the
project objectives are. Then, discussion can center on whether or not
these objectives are reasonable. Once your team agrees on objectives,
focus discussion on intended target parameters and method detection
limits that are pertinent. Matters concerning analytical strategies and
appropriate numbers of samples are secondary concerns which can not
really be decided until after everybody on the team understands and
agrees with the intended project objectives.

After each meeting with the facility, do record your observations and
outline what was discussed in a memorandum addressed to your
administrative records. Always distribute copies of your meeting
summary memoranda to the other members of your team. Remember, you are
the "captain" of the team, and it should be your responsibility to keep
everyone informed. Try to avoid meetings with facility representatives

unless an agenda has been prepared by the facility in advance of the
meeting.

5. When it finally appears that resolution over what the pertinent project
objectives will be and what the intended data usages are, prepare a
memorandum which will be distributed to all members of your team. It
may not be possible for resolution to be reached on this matter until
after the QAPP has been reviewed several times, but keen foresight and
planning may eliiminate the problem of "iteration'.

Consult with your RCRA QAPP Coordinator for further insights on how the
task of setting proper objectives may relate to your projects.

This memorandum will not address all your questions concerning this tricky but
fundamental area. However, it is intended that this shall provide internal
guidance on " how to proceed" with the review and approval of QAPPs now that
the OR has made four basic options available to staff. If you have any
further questions concerning this memorandum, please contact Mr. Allen A.

Debus at 886-6186 or Mike DeRosa at 353-7992. Please share this memorandum
with your respective staff.
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George Schupp, QAS

Dennis Wesolowski, CRL
Norm Niedergang, OR
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DETREX CORPORATION

P.0. Box 5111, Southfield, MI 48086-5111

May 13, 1993 | 03 TELEPHONE:
FAX: (313) 358-5803 (3m)67$ 5800
. P3¢
Regional Administrator REG/(_;;_{ S
U.S. EPA Region V SRR
77 W. Jackson Street N
Chicago, IL 60604 \

RE: Seibert Oxidermo
Spill Report No. 163853
March 23, 1993

Dear Sir,

As indicated in our written response of April 7, 1993 concerning the above release,
Detrex Corporation parent corporation of Seibert Oxidermo, Inc. is providing the results
of the analytical data received from samples taken at the discharge area. Samples taken
were sent to have corrosivity, ignitibility, and reactivity run along with TCLP metals and
organic compounds. Results of soil samples show non-detect on all analysis.

From the accompanying results, Detrex and Seibert believe the discharge area was
cleaned up in accordance with applicable federal and state regulations, and that no further
remediation is needed.

As noted in our initial report the cause of the discharge from the containment area
was because of i improper construction of the containment dike. This containment area has

been placed "out of service" until the contractor has an opportunity to correct the dike.

If additional information is needed, please do not hesitate to contact me.

Sincerely,
//z.z{/h/) 287 u\7@

William M. Moore, Jr. ©

Corporate Manger
Environmental Compliance
RCRA Sections
enclosure
cc: Michigan DNR
file
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REPORT OF ANALYTICAL SERVICES

TO: Earth Services Report Date: .._04/32/83 ‘

999 Haynes, ZBulte #208 Leb Number; __93-28274

Birmingham, MI 44008
Customer P.O, #

Customar fnvoice #

Boh Andersaon

Attm

Custamsr Flle ¢

PART/SAMPLE IDENTIFICATION:

Balbhext=0xideros
2 weil sample

TEST ‘RECORDS:

Q3/30/93 04/12/93 o4
Recotved: /307 Semple Prep. Completed: /13/ Test Completed: /12793

WORK REQUESTED/PERFORMED:

Analyse for full TOLP (minus hexbs and pssts), and Re?

THE RESULTS OF ALL TESTS and/or ANALYSES REQUESTED ARE REFORTED ON THE PAGES WHICH FOLLOW,
Number of pages Including this page .

APPROVED, B @y 21 . A =l L anaLysts,

The dats and informasion presented harein, while not guarantssd, &fe o the hest of our knowledge Aucurate and ruw.
No warranty of guarantae implied aor éxpressad {s made vegisdilng thess analytical results, vinsa mecuring and preperly
PTeseTvVing represecwmtivea semples sand since the sampls cusztody ohain Are keygnd RTI sentrnl, The results provided by

@ RTI are wnot intendad ta auggest product merchantahiliry,

The results slsa are not intended for uve in latringsment
¢f any axisting patent and RTI assumes no Uabillty or respensibility for any aush iafripgemunt,

e . 31628 GLENDALE AVENUE « LIVONIA, Mi 48150 « (313) 422-800Q0C = FAX (313) 422-6342
SR:rQ E6, 2T ady T2°'d S88 SHYT L PRDOEELSTICT
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LABOCRATORY ANALYSIS RRPORT

Submitted by : Bob Andmrson Lab, No. ¢ 53=2827A
Client : Barth Services Report Date 1 D§/12/98
Birmingham
Sample ID 3
Seibert~Oxidermo

1 soil sample
Objack 2

Analyze for full TCLP (minus herbs and pests), and ROI

Results and Dlgauwsion :

SAMPLE IDENTIPICATION 8AMPLE MATRIX
L ¢ L - WA RRVEYRE SRS
1 = Btockpiled goil Soil
Parametex Result Regulatory Limit
B ESTIIPE A R IR Yy 6 N A RO A [ i} DW NN news
Correosivity (pH units) 2.8 2 = 12.5
Ignitabilsty

(Flash point, deg. ») »200 > 200
Reactivity

Total Available Cyanide (ppm) <1.0 250

Total Availahle Sulfide (ppm) <1.0 500

TCLP Metale
EER R EELSs -y
Parametar Result Regulatory Limit
(ppmn) (ppm)

MawngERRGaw WENAWYSESRBWWE WEEEREASWOREBERSWE R
Arsenic <0.200 -3

Bariwm 0.38Q 100

Cacimium «0,020 i

Chromium <0.020 5

Mercgurzy <0,0002 0.2

Lead «0,0%0 5

Selenium «0.130 1

Silver <0.020 5

Copper «0.010 100

Zine £3.010 5QQ

31628 GLENDALE AVENLUE « LIVONIA, Ml 48180 « (313) 422-BO00 « FAX (313) 422-5342

AT!p0 CA. PT M TR'A QLA AWM Tik RRARAPPHRCICT
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LABORATORY ANALYSIS REFORT
Lab. No. ¢ 93-2827A

SAMPLE 1D
Snibert~Oxidermo
1 soil sanmple

TCLPF ORGANIC PORTION

Page v+ 2

MDL LOD=5 Result Regulatory
Parameter {ppm) (ppm) (ppm) Limit (ppm)
VOLATILE ORGARIC COMPOUNDE
Beanzena 0.005 0.008% R G.B3
Chloroform 0,008 0.00% WD 6.0
Carbon tetrachloride==we= 0,005 0.005 KD 0.2
Chlozobenseng———————wwne=~ 0,005 Q.00% XD 100.0
1,4=Dichlorobenseng======a (¢,010 0,010 ND 7.5
1l,2=Dichlorosthangvenaa== Q.006 0.008 Xb Q.8
1, 1-bichlorosthylang=ee== 0,008 0.008 ND 0.7
Nathyl sthyl ketong~«w--~ 0,100 0.100 ND 200.0
Trichloroethyleng===euw~e 0,008 0,005 WD 0.5
Tetrachloresthylen@-—r—w== 0,00% Q,00% XD 0.7
Vinyl Chloriderevesmwemss 0,010 0.010 ND 0.2
SEMI VOIATILE ORGANIC COMPOUNDS
Total Cresolg====ccasme=a (3,01 0.01 X0 200,90
O=-Craeasol 0.0 0.01 ND 200.0
n-Cresol 0.01 0.01 ND 200.0
p=Crasol 0.01 0.01 ND 200.0
2,4~-Dinftrotolusngeevewe= 0,01 £2.01 ND 0.13
Nicrobangene 0.01 0.01 ND 2.0
Hexachlorohenseng=wassseas (0,01 0.01 ND Q.13
Hexachloxro=1, 3=-butadiene~ 0.01 0.0l ND 0.5
Hexachloroathane=ewsu—me—= 0,01 0.01 ND 0.13
Pyridinme ' 0.0 0.01 D 5.0
Pantachlorophenoless=em=e (.05 Q.08 N 100.0
2,4,5=Teichlorophendl==== (.05 0.05 ND 400.0
2,4, 6-Trichlorophenol==+~ 0.05 0.05 ND 2.0

Qlive €6, CT ¥W CB'd 950

SHEN 1LY CR@BZCPRItT

F.4
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TABORATORY ANALYSIS REPORT Yage ¢« 3
Lab, No. 3 $3=-2027A
SBAMPLE ID 1
Beibert=0xidermo
1 soil sample
QA/QC DATA
[ 1 ¢
1. SURROGATE & RECOVERY
_ Result(y) Limitm(¥)
WOUREMlSEEND T 0 O
VOLATILE COMPOUNDS
1,2 Dichloxsethane-d4 - 91 76~ 114
Toluene-ds 96 88= 110
4=-Bromofluszobenzens 98 85= 118
S8ENI~-VOLATILE CONPOUNDS
2=Fluorophenolww==- 92 21= 10Q
Phenci-4%~- 63 10~ 94
Nitrobensene=ds 101 35« 114
2-¥luorobliphanyl 135%» 43~ 116
2,4, 6=trikyromophenol 61 10~ 123
Terphenyl=dl4 121 33~ 141
2. METHOD BLANKS (ORGANICS)t
TILE XD FRACTION CONFPOUND RESULT (ppm)
13 ;T T 1] WO ISR IRk 2 SRS YW il WEYYHRSAREE DT
HPBL630 VOA Methy sthyl Ketone ND
Agetone ND
Freon XD
All other Compounds ¥D
HPALOGEY SBMI=VOL All cCompounds ND
3. METHOD BLANKS (METALS):
INSTRUMENT METHOD
BLANX BLANK MDL
(ppm) {ppm) (ppm) METHOD
mapik i (XA SRPYw W Wl
A D b 0.200 €010
Ba ND ND 0.008% &020
od ND ND 0.020 6010
or ND ND 0.020 6010
Hg ND ND 0.0002 7040
Pb ND NDp 0.050 6010
-1 "o ND 0.150 6010
Ag - ND ND 0.020 6010
cu ND NOD 0.010 6010
Zn ND ND 0.010 6010

yaivd €6, 2T ¥ ZA'd £60 SHET [lY O2PeZZPOIsT




. 9

o0 AFR 13 793 B3:34AM 313 .—1294 .

LABORATORY ANALYSI®# REPORT Page 1 4
Lab, No., @ 93=2827A

BANPLE ID ¢
Selbert-Oxlderme
1 soil wampls

4. MATRIX SPIXES, DUPLICATES, & CHECK STANDARDS (METALS):(ppm)

RPIRE SAMPFLE N3 ] ME8D L INBT. METHQOD
ADDED REBULT NESULT REC., RESULT REC. RPD STD(%) STD(%)
sowas L L 1 TYweew weew LU L L1 J —arm s il ek [ { ( } | mEweEw
Aw 4.00 0.C73 3.02 95 4.22 104 7.3 0.6 10
Ba 4,00 0.284 4,30 98 4,42 103 2.8 102 102
cd 4.00 Q.0 3.34 34 3.59 90 7.2 100 953
cr 4,00 0,002 3.84 1) 4,03 101 4.8 8 28
Hg 4.00 0.0 3.43 NA KA NA Na 101 100
)] 4,00 0.008% .44 - 14 3.68 91 5.9 97 104
se 4.00 0.046 4.03 90 4,52 112 1.5 103 100
Ag 4.00 0.0 3.74 94 4.00 100 6.7 103 101
cu 4,00 0.0 3,99 100 4,52 108 7.9 01 93
2n  4.00 0.02¢ 3.97 299 4.09 102 3.3 26 a7
SAMPLE PROCESSING DATA
e wryt siriitelr ol nie S A AR A UR W E S REENEER
HITALS VOLATILE SEMI~VOLATILE
COMPOUNDS COMPOUNDS
(11 1]1] [ L UL L 1 1 1 [ | o M B i It 400 30 30 2E 0 SR EE IR T
Date Extracted/Digestedi~ 04/06/93 XA 04/01/93
Extracted/Digested byi=== oY NA KR
Date Analyzediecemcccance 04/05/93 04/06/93 04/01/93
Analyszed by: oY RE RE
rile IDi=~ - NA HPR183) HPA4070
Batch #: 040593 040693 040193
Bilution: NA NONE NONE
Notess
[ 1 1 ]

» Also present in plank, results have besn blank corrected.

Ll Q¢ oriteris not met,

aks No surrogates recoverad dum to matrix {nterference and number
of diiutions needad to analysze the sample.

LOD-B Limit of Detection for the reported sampla.

M0, Mathod Detmction Limit.

NA Not Applicable or Not Analyzed.

X0 Hot Dotectsd or lass than MDL.

vaiva £6. 27 ddd  £0°d £68 SHET [1Y BPOEBEZPETIET
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UNITED STATES ENVIRONMENTAL PROTECTION AGENCY Cﬁ%c
REGION V

wiE: NOVO 21992 /

SUBJECT: QAPjP Review for Dextrex Corporation
MID 091 605 972 / éz ;
FROM: Charles B. Slaustas, Chief éiézji:4ﬁ “,
Minnesota/Wisconsin Permitting Section

TO0: Richard Traub, Chief
Michigan Permitting Section

.Ms. Shari Kolak of your staff requested Allen Debus of my staff to review a

quality assurance project plan (QAPjP) for the facility referenced above. The
QAPjP was received on October 16, 1992.

The attached General Comments are intended for Ms. Kolak's information, but with
some restructuring could be submitted to the facility in a notice of deficiency
letter along with the attached Specific Comments.

It is recommended that three guidance documents be sent to Detrex to facilitate
their revision of the QAPjP. . Although their response should focus on the enclosed
comments, it may be instructional for Detrcghrepresentatives to read the*"Region 5
Model RCRA QAPjP," dated, May 1991, and the®'Contents Requirements for RCRA RFI
QAPjPs," dated October 1990. Detrex' contractors may wish to substitute "boiler-
plate" language from the model QAPjP into sections of the Detrex QAPjP concerning
issues such as chain of custody, data quality objectives, and quality assurance
objectives for measurement data. A third guidance manua%3¢ "Specifications and
Guidance for obtaining Contaminant-Free Sample Containers", dated April 1990, has
been referred to in comment 18. Mr. Debus has provided Ms. Kolak with copies of
these documents. .

If it is necessary to make changes, Mr. Debus has placed the comments on
"f:\user\share\kolak\". If you have any further questions or comments concern1ng
this review, Mr. Debus may be contacted at 6-6186. Please forward this .
information to Ms. Kolak.




GENERAL COMMENTS REGARDING THE QAPJP for DETREX CORPORATION OF DETROIT, MI

Currently, use of Test Methods for Evaluating Solid Waste, SW-846, 3rd edition, is
preferred for all RCRA Facility Investigatory work. Detrex has proposed use of
the CLP for Organic Analysis, August, 1991, with two exceptions (see page 30 of
the QAPjP). CLP is normally utilized in the Superfund program. However, under
exceptional circumstances the CLP could be allowed for use in RCRA, particularly
if the assigned permit writer accepts the facility's rationale for using CLP. If,
as may be the case here, the facility's laboratory contractual agreement is
structured on the use of CLP capability, rather than SW-846, for example, this may
form a basis for why CLP should be used. One reason for why the Detrex QAPjP was
so brief compared to others usually submitted to address QA issues in the RCRA
program is because CLP rather than SW-846 protocols have been proposed.
Consequently, Detrex' contractor, Testing Engineers & Consultants, Inc., has
simply incorporated the CLP Statement of Work (SOW) by reference. The CLP SOW can
be regarded as a 'cookbook' approach to analytical testing, whereas SW-846 is
definitely not a 'cookbook'. Therefore, if SW-846 methods were required for this
project, the contents of this QAPjP would be considerably expanded. Because the
CLP SOW is tailored for the low/medium contamination range, higher range
contamination may require use of SW-846 methods. Since there is no clear
indication in the QAPjP of how high the noted contamination is, it may be
difficult at present to make any such determination. However, for the purposes of
this review, it has been assumed that use of the CLP SOW can be approved.
Consequently, if Detrex intends to use the CLP SOW, then references to proposed
methods, and laboratory control 1imits for these constituents must be presented in.
the QAPjP. A statement that CLP SOW will be followed without deviation should
also be incorporated. According to a representative of U.S. EPA's QAS,
tenta;ive]y identified compounds (TICs) should be reported (see page 30 of the
QAPjP).

Secondly, the target parameters selected for the RFI activity may require further
consideration. Only twelve constituents have been proposed (see Table 1, page 14
of the QAPjP). However, there is 1ittle rationale presented supporting why it is
this 1ist alone that bears relevance to the Detrex project. Previous studies have
indicated evidence of contamination, but Detrex' contractor claims that this
information cannot be validated. Also, it is never indicated what constituents
were analyzed during these previous studies, although it is mentioned that 1,1,1
trichloromethane was detected. On page 8 of the QAPjP, there is indication that
Detrex handles a variety of materials, including some which may contain metals.
The historical use of the facility prior to 1950 was never discussed. Test method
capability was not indicated, but I suspect that the CLP SOW method that they plan
on using would allow them to quantify more compounds than just the 12 proposed
ones, if present. By agreeing to report data only for a subset of constituents
which can be analyzed by a particular method, there is risk that others which are
present and which would be quantitatively measured anyway would not be reported to
the U.S. EPA. The facility should 1ist, rather than incorporate by reference, the
intended contract required detection 1imits for each target constituent, (see page
14 of the QAPjP). It is unclear whether the tests they will be performing will be
- conducted on a TCLP extract, in accordance with 40 CFR 261.24, to determine
characteristics of extracted soil, or whether they will be analyzing solutions
that have been extracted in a more aggressive manner (e.g. see section 7.4.3 of
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method 8240, SW-846, 3rd edition). The outcome of this decision will ultimately
depend on the overall project objectives. However, if the permit writer would
like to explore this issue (TCLP) further, then elaboration to comment 12 may be
required. Detrex should be encouraged to address and or clarify these matters
before submitting a QAPjP revision.

SPECIFIC COMMENTS CONCERNING THE QAPjP for DETREX CORPORATION OF DETROIT, MI

1. Although previously generated data could not be validated, some further
indication of historical data results must be presented in order to aid
reviewers in determining whether the proposed target analyze list is
suitable. This information should include Tists of all constituents which
were analyzed and the detection 1imits obtained for these analyses. There
should be indication of the sampling locations and depths for each set of
analyses.

2. It should be indicated in the QAPjP whether a subcontractor will be utilized
for analytical services. The facility name and location(s) which shall
receive samples for analysis must be presented so that the U.S. EPA can
schedule a laboratory audit.

3. There are several objectives mentioned in section 1.0 of the QAPjP. However,
if possible detailed project objectives should also be determined and
added to the QAPjP. For instance, are there other specific purposes for
generating data, besides determining the vertical and horizontal extent
of contamination at Detrex? Does a need exist for eventually comparing
data to any known action level criteria or health based standards (State
or Federal)? Are there any data quality objectives or detection limit
criteria which must be met in order to create the proposed contour
figure indicating contaminant concentration levels.

4. In the Introduction to the QAPjP, it should be indicated who owned the site
prior to 1950, and what the facility was operated for. (See page 8 of the
QAPjP.)

5. Where is it planned to establish soil "background" levels? A rationale of
how background constituent levels will be determined must be presented in the
QAPjP.

6. | As mentioned in comment 1, there should be full presentation of any other
parameters, besides select volatile such as 1,1,1 trichloromethane, that were
analyzed previously.

7. A greater rationale should be presented in the QAPjP as to why only 12
constituents shall be analyzed during the RFI. This is needed because there
are informational gaps in the QAPjP concerning facility history prior to 1950
and results of previous sampling. Also, based on Detrex' nature of business,
as explained on page 8 of the QAPjP, metals containing materials are handled
on site. At a minimum, there should be discussion included in the QAPJP
explaining why other classes of compounds such as metals and semivolatiles
should be excluded from consideration.
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12.
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14.

15.
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For each target constituent, the intended contract required detection 1limit
should be presented, not simply referenced.

In reference to section 2.6 of the QAPjP, evidence substantiating the
statement that no contamination exists below 15.0 feet should be presented?

Only 12 vo1ati1e constituents have been selected for analysis. However,
other volatile which can be analyzed using the method proposed for analyzing
the 12 should be reported if detected. Unless there is strong rationale
presented as to why data for other volatile constituents for which the method
has been validated is not needed, then results for these constituents should
also be reported. (e.g. See SW-846, method SW-846, Table 6, in the case of
a volatile scan using gas chromatography/mass spectrometry. Although it is
understood that Detrex plans to use the Contract Laboratory Program Statement
of Work (CLP SOW) for this project, the method actually selected should be
very similar to analogous SW-846 methods.) This rationale should indicate
whether or not it is possible that Detrex may receive materials for recycling
which may possibly be contaminated with other low level volatile organic
constituents.

In Figure 2 of the QAPjP, it is evident that there are no plans to sample
underneath existing structures, even though on pages 2 and 3 of the Pre-
Invest1gat1on Evaluation of Corrective Measures Technologies (PECMT) report,
it is indicated that such data may at some time be needed. This apparent
discrepancy should be discussed. (See page 2 of the PECMT report and page 16
of the QAPjP.)

Is it intended to analyze soil samples only for TCLP-leachable (without bias
correction) volatile constituents, or will a more aggressive extraction
procedure be performed?

Referring to page 21 of the QAPjP, specificity is needed when discussing
"relatively high levels of data precision, accuracy, and completeness". The
laboratory must include its recent, actual control 1imits for proposed target
constituents, in 1ieu of presenting data quality objectives acceptance
criteria in terms of accuracy and precision and completeness. Tabular format
is preferred. For RCRA project work, greater than 90% completeness is
expected.

Referring to section 5.3 of the QAPjP, there should be no field blank for
soils.

A proposed frequency for matrix spikes and matrix spike dup]icates (MS/MSD)
should be presented. MS/MSD samples are required for organic analysis.
Samples designated for MS/MSD analyses will be collected with extra volumes,
at a frequency of one pergroup of 20 or fewer investigative samples. Triple
the normal sample volumes will be collected for volatile organic
constituents. (Twice the normal sample volumes will be collected for
extractable organics, pesticides and PCBs.)




16.
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19.

20.

21.

22.

23.

24.
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What will the frequency of trip blank collection be?

For volatile organic constituents, the holding time for samples is 14 days
from the period of time from collection to that of analysis for samples
preserved with acid.

In reference to page 25 of the QAPjP, bottle blank analyses should be
conducted. Criteria which all containers must meet to be considered
acceptable should be added to the QAPjP.

Procedures for use of sample tags (in addition to sample labels) should be
specified.

Although use of analytical methods selected from SW-846, Test Methods for
Evaluating Solid Waste, 3rd edition, is preferred for RCRA work, under
special circumstances, use of the CLP SOW may be accepted. However, if
methods are selected from the CLP SOW, then references to method section
numbers should be indicated in the QAPjP.

In section 8.0 of the QAPjP it is stated that tentatively identified
compounds (TICs) shall be not be reported. However, for RCRA purposes, TICs
must be identified and reported.

A CLP-1ike deliverable data package must be made available to the U.S. EPA
upon request. Generally, 100% data validation is preferred for RCRA work.

Preventive Maintenance, as presented on page 33 of the QAPjP, must address
field equipment.

In section 13.0, page 33 of the QAPjP, equations to assess data precision,
accuracy, and comp]eteness must be provided.




. b STATE OF MICHIGAN .
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NATURAL RESOURCES COMMISSION
MARLENE J. FLUHARTY

GORDON E. GUYER
. STEWART MYERS
YMOND POUPORE JOHN ENGLER, Governor

DEPARTMENT OF NATURAL RESOURCES

STEVENS T. MASON BUILDING
P.O. BOX 30028
LANSING, MI 48909

DELBERT RECTOR, Director

August 13, 1991

Mr. Bill Moore

Corporate Engineering & Risk Management
Detrex Corporation

P.0O. Box 5111

Southfield, Michigan 48086-5111

Dear Mr. Moore:

SUBJECT: Background Soil and Groundwater Data
Collection Program
Detrex Corporation, MID 091 605 972

The Waste Management Division (WMD) has completed a review of
the Background Soil and Groundwater Data Collection Program
that was submitted on August 8, 1991. The program was
submitted in response to Deficiency E.1.b of the WMD'’s

August 2, 1991, Notice of Deficiency for Detrex Corporation’s
(Detrex) revised Act 64 operating license application.

The WMD hereby approves the Background Soil and Groundwater
Data Collection Program subject to the following
modifications:

1. Soil samples will be collected and analyzed from the top
six inches of the native sand, and from the sand and clay
at the interface between the sand and clay units.

2. Decontamination of the augers, cutting bits, and other
drilling equipment, and all sampling equipment must be
conducted in an area constructed and designed to collect
the decontamination solutions and prevent run-off and
run-on. The decontamination solutions may not be
discharged to the surface away from the borehole
locations. All of the decontamination solutions must be
containerized, characterized, and subsequently managed in
accordance with all federal and state regulations.

It is the WMD’s understanding that the data collection
program is scheduled to begin by August 16, 1991. Given the
holding times of the samples and the time that Detrex has
requested to review the data, the data must be submitted to
the WMD by September 20, 1991.

R1026
5/91 j
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Mr. Bill Moore -2- August 13, 1991

If you have any questions, please contact Ms. Ronda L. Hall,
Waste Management Division, Department of Natural Resources,
P.0. Box 30241, Lansing, Michigan 48909, or at telephone

number 517-373-9548.

Mindy Koch, Acting Chief
Waste Management Division - ~
517-373-9523

Sincerely,

cc: Mr. Ronald C. Hritzkowin, Detrex Corporation
V%§x~Lorraine Kosik, U.S. EPA
r. Rich Traub, U.S. EPA
Mr. Steve Buda, DNR
Ms. Ronda L. Hall, DNR
Mr. Donald Mbamah, DNR-Livonia
Operating License File
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DETREX INTER-OFFICE CORRESPONDENCE

TO: FROM: =

M.J. Tepatti R.E. Swan
CccC: DATE:

File 10/27/90
SUBJECT:.

Quality Control Coordinator

As per your request, a more detailed description of the
activities/responsibilities of the newly created position of Quality
Control Supervisor is as follows:

POSTITION: Quality Control Coordinator

JOB DESCRIPTION: Position is responsible for ensuring that the
facility operates within the Hazardous Waste
Operational Parameters specified in the Facility
Part B Application, City of Detroit Dept. of
Water & Sewage, Wayne County Department of
Health Air Pollution Control Division, and
Corporate established product standards.

Primary Responsibilities:

1) Receive samples of hazardous waste at the facility, log in
samples, complete waste sample profile sheets for samples,
prepare samples for shipment to the appropriate analytical

facility, logging in of analytical results, and dissemination
of results to Salesmen. :

2) Ensure that all shipments of non-flammable waste received at
the facility are properly Manifested, labeled, marked with
accumulation start date, sampled, logged into the Hazardous
Waste Operating log, prepared for shipment to approprlate
analytical facility or analytical results from
generator/transporter are obtained, production control cards
are prepared, and bench top fingerprint analysis are preformed.

3) Ensure that all shipments of flammable waste received at the
facility are properly Manifested, labeled, marked with
accumulation start date, labeled with Stream Code approval
number, logged into the flammable waste operating log, and

coordinate shipments/pick-ups with drivers to allow for optimum
use of equipment.

4) Coordinate treatment of waste water including supervision of
treatment, subsequent sampling and disposal of effluent and
filtered solids, shipment of samples and wastes, operation of
waste water treatment process equipment, and the use and
stocking of treatment chemicals.

Form 105
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Tepatti
Two

Coordinate Air Monitoring Program including monitoring/sampling
of influent and effluent from carbon absorption unit, logging
in of results, operation of carbon absorption unit, stocking of
materials for use in unit, and coordination of monitoring

program with Wayne County Department of Health, Air Pollution
Control Division.

Secondary Responsibilities:

1)

2)

3)

Completion of Production Control cards for invoicing/crediting
of customers.

Conducting titration for non-amine acceptance of reclaimed
solvents, calculating amount of stabilizer concentrate is
required in reclaimed solvent, and stocking of chemicals
required for N.A.A. tests and test kits.

Logging in production figures and shipment information,
including completed manifests and certificates of destruction
from TSDF's into hazardous and flammable waste log books. Also
responsible for assimilating data required and for putting
together certificates of destruction and sending same to
customers.

Regulatory Responsibilities:

In addition to the abovementioned, the following regulatory
responsibilities shall be undertaken by the position:

1)

2)

Maintain a file for Import and Export shipments of hazardous
wastes for the current year. This data shall be compiled at
the end of the year and used to complete the Import/Export
Annual Report. The report shall be filed with the U.S.ETP.A.
and MI D.N.R. and other parties requiring it not later than the
end of the first calendar week of the proceeding year.

Obtain samples of the effluent from the facility in a timely
fashion each quarter of the year. The samples shall be
forwarded to an independent laboratory for City of Detroit
Water Analysis. Once the analytical results are received, the
data shall be utilized to create the six month compliance
report for the facility. The report shall be forwarded to the

facility manager for timely review and submission to the City
of Detroit.

Salary and performance reviews shall be given annually in January.
The reviews shall use as a basis of performance the efficiency of

completion of the abovementioned tasks as pertaining to the
position.




REX CORPORATION
CHEMIE‘” IEIDN e P. O. BOX 1398 e ASHTABULA, OHIO 44004

é?égly TELEPHONE 216 997-6131
7 é? April 12, 1989
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Mr. Dave Petroski S
USEPA
Region V

230 South Dearborn Street
Chicago, Illinios 60604

Dear Mr. Petroski:

As per your telephone request of March 31, 1989, I have
enclosed analytical results for samples of rain water from
our transfer station area sump. Samples 89-010 and 012 are
the rain water samples.

Please note that the analyses run were City of Detroit
parameters, since we intend to discharge this rain water to
the city sewer and not to the gravel yard if acceptable to
the City.

If you require additional information or have any further
questions, please advise.

Sincerely,

DETREX CORPORATION

Charles U. Guy
Manager Environm 1 Compliance
Corporate Risk Mahagement Dept.

bz
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GOLD SHIELD SOLVENTS

SAMPLES RECEIVED @2/13/83 " PAGE 2
LAB#H 3020538 9022539 3020S4D | D204 . Fredrectm
UNITS ug/1 ug/1 wg/l 1 ug/l ¢ Sded,
PCE~1016 (1.2 ( 1.@ /e O
PCR-1221 (1. ¢ 1.@ "
| /i
PCE-1232 ¢ 1.2 ( 1.0
PCE-124E ( 1.0 (1.0 : i
CE-1248 (1.9 (1.@ ’ "
PCE-1E54 (1.2 ¢ 1.@ "
PCE-126@ (1.0 (1. "
PCR-1262 | ¢ 1.0 RSN ! "
5 7
PCE, Total (1.0 ¢ 1.@
Dil and Grease , mg/l 33 72 (f 20C0

Y.

" Canton Analytical Laboratory, In
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